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HOPMATUBHBIE CCBUUIKHA

[Ipy HammWcaHuM HACTOALIEH JHUCCEPTALMM HMCIOJIB30BAHBI  CIEAYIOLINE
HOPMATHUBHBIE JOKYMEHTHI:

['OCT 7.32-2017. MexrocynapcTBeHHbI cTaHgapr. OT4eT O Hay4HoO-
HUCCIIeJ0BaTEILCKON pabore. JlaTa BBEJICHUS 2018-07-01. [Tpunar
MexrocyaapCTBEHHbIM COBETOM MO CTaHAAPTH3ALMU, METPOJIOTUHU U CEPTUPHUKALIUN
(mpotokon ot 25 centsaops 2017 r. N 103-I1).

['OCT 7.1-2003. bubnuorpaduueckas 3anuch. bubnuorpaduueckoe onvcanue.
Oo6mue TpeboBanusa u npaBuiia cocrabienus. arta Beeaenus 2004-07-01. Ilpunsr
MexrocyaapctBeHHbIM COBETOM IO CTaHIAPTU3AIMH, METPOJIOTHUH U CEPTUPUKALINH
(mpotokoa Ne 12 ot 2 urons 2003 r.).

[Tpuka3 MunucTpa Hayku ¥ Beiciiero oopasoBanus PecmyOnmuku Kazaxcran ot
20 uronsa 2022 roga Ne 2 «O0 yTBEepKACHHH TOCYIapCTBEHHBIX 00I€005S3aTeNbHbIX
CTaHJIapPTOB BBICILIETO M IOCJIEBY30BCKOIO OOpa30BaHUS». 3aperUCTPUPOBAH B
Munucrepctse roctuunu Pecyonuku Kazaxcran 27 urons 2022 roga Ne 28916.

[Tpuka3 Munuctpa 3npaBooxpaHeHus PecnyOonuku Kazaxctan ot 2 aBrycra
2022 roma Ne KP JACM-70 «OO yTBepxaeHHH [UIMEeHMYECKMX HOPMATHUBOB K
aTMOC(EpHOMY BO3JyXy B TOpPOJACKHX M CEIbCKMX HACEJICHHbIX ITyHKTax, Ha
TEPPUTOPUSIX TPOMBIIUICHHBIX OpraHu3aluii». 3aperucTpupoBaH B MUHHUCTEpCTBE
roctuiun Pecnyonuku Kazaxcran 3 aBrycra 2022 roga Ne 29011.



OBO3HAYEHUA U COKPAIIEHUA

B Hacrosmedt guccepranmuy  TPUMEHSIOT CIACAYIOIMINE COKpAIEeHUS U
0003HaYEHUS:

m/z OTHOIIIEHHE MACCHI K 3apsiay (mass to charge ratio)

CAS No. peructpannonusiii Homep CAS (CAS registry number, oH xe
CAS number, CAS RN, CAS #) — yHUKaJIbHBIN YHCIICHHBIN
UACHTU(PUKATOP XUMUUECKUX COCAMHEHHI, BHECEHHBIX B
peectp Xumudeckoit pedepatuBHoit ciyx0b1 (Chemical
Abstracts Service)

MRM MOHUTOPUHT MHOKECTBEHHBIX peakiuii (multiple reaction
monitoring mode)

QSAR/QSTR KOJIMYECTBEHHAs CBA3b CTPYKTYpa — aKTUBHOCTH/TOKCUYHOCTD
(Quantitative Structure-Activity Relationship/Quantitative
Structure-Toxicity Relationship (QSAR/QSTR)

QI SIM MOHHUTOPHUHT BHIOpaHHBIX HOHOB (selected ion monitoring
mode) Ha MepBOM KBaJIpyIIOJIe

RT BpeMs yaepkuBaHus (retention time) aHAIM3UPYEMOTO
KOMITOHEHTa Ha XpOMaTorpaMmme

S/N OTHOIIIEHHWE CUTHAaJa K mrymy (signal-to-noise ratio)

SIM MOHUTOPUHI BbIOpaHHBIX HOHOB (selected ion monitoring
mode)

Bak-IITOMD BaKyyMHas napoda3zHas TBepo¢azHasi MUKPOIKCTPAKIIUS

BOXX BbICOKO3((EeKTUBHAS KUAKOCTHAS XpomaTorpadus

'X ra3zoBasi XxpoMarorpadus

JIMAAH JTUMETUIIAMUHOAIETOHU TP

JIAMI'AA JTUMETUITUAPA30H alleTalIbICTUAA

JAMI'®A JTUMETWITHIpa3oH (popManbaeruia

JIAMTA 1,3-numerun-1/H-1,2,4-tpuazon

MDA N, N-numeTtundopmaMu/1

KX KHUIAKOCTHAsI XpomaTorpadus

ns MOHU3aIUA SJIEKTPOHAMU

Kap/ITIMC KapOokcen/moauaumMeTuncuiokcan

JIds0 JeTaabHasi CpEeHsAsl Jl03a BEIIECTBA, BbI3bIBAlOIAs TUOEb
MOJIOBUHBI YJICHOB UCIIBITYEMOH TPYTIIIBI

JIOC JIETy4YH€ OPraHUYECKUE COCTMHEHUS

JIC JIETKUM CYTJIMHOK

MJ1 METO/1 100aBOK

MC Macc-CeKTPOMETPUs



MC/MC
MTA
MTA-d3
M®

HJIMA
HJIMT
0CO

TJIK
TJIMC/JIBB
TIKO

1§00}

M1
MITOMD
TIXU (PCI)

CILIA
TMT
T
TC
TOMD
YOP
dJIMI

TaHJIEMHasl MaCcC-CIIEKTPOMETPHS
I-metun-1H-1,2,4-Tpuazon
I-tpunenrepomernn-1H-1,2,4-tpuazon
N-metundopmamua
N-HUTPO30AUMETUIIAMUH
HECUMMETPUYHBIN JUMETUITUAPAZUH
OTHOCHUTEJIbHOE CTaHIapTHOE OTKJIOHCHHUE
MpeIeIbHO-T0MYCTUMAas KOHIICHTPALIUS
MOJIM TUMETHIICHIIOKCAH/ IUBEHUIIO CH30JT

peaen KOJIUYECTBEHHOIO OIPENCIICHUs], HIKHAA TIpaHuLa
ONIpEeAEIAeMON KOHIICHTPALUU

npenesn oOHapyKEHUS
necyaHasi mouBa
napodasznas TBepaoQazHas MUKPOIKCTPAKIIHS

XUMUYECKass HWOHHU3alus ¢ OOpa3oBaHUEM MOJOKUTEIBLHO
3apsKeHHBIX HOHOB (positive chemical ionization)

Coennnennsie lItaTer AMepuku
1,1°,4,4’-teTpameTni-2-TeTpa3eH
TEMIIepaTypa KUIEHUs

TSKEJIBIA CYTIIMHOK

TBeprodazHas MUKPOIKCTPAKLIUS
YCKOPEHHAs DKCTPAKLUS PACTBOPUTEIIEM
1-popmuin-2,2-nuMeTUATruApa3uH



BBEJEHHUE

O0masi xapakTtepucTtuka padorTbl. /luccepramus mnocssleHa pa3padOTKe
METOIMK  ONpEIEIeHUs  MPOAYKTOB  TpaHCOpMalMM  HECUMMETPUYHOIO
mumerwiruapasuia (HIMI') B oOpa3uax BOAbl M MOYBBI C HCIOJIb30BAHUEM
TBepAodazHoii mMukposkcTpakuuu (TOMD) u razoBoil xpomarorpaduu ¢ macc-
CHEKTPOMETPUUYECKUM M TaHJIEMHBIM MaCC-CIEKTPOMETPUUECKUM I€TEKTUPOBAHUEM.

PaGora BeImomHEeHa Ha Kadeape aHATUTUYECKOM, KOJUIOWTHOW XUMHH U
TEXHOJIOTUH PEAKUX dJeMeHTOB M B LleHTpe (U3MKO-XMMHUYECKUX METOOB
ucciaeqoBaHus U aHanu3a Ka3axCkoro HalHMOHAIbHOIO YHUBEPCHTETA MMEHU allb-
dapadu.

AKTYaJIbHOCTh TeMbI HMCCJIE0BAHMUS. 3arps3HEHUE OKPYXKAIOLIEH Cpeabl
BBICOKOTOKCUYHBIM  pPaKeTHbIM TOIUIMBOM HA  OCHOBE  HECUMMETPUYHOIO
mumetuwiruapazuaa (HIAMI)) u mpomykramu ero TpaHcopmanuu MpeacTaBIiseT
OMACHOCTD JIJISl HACEJIEHUS U SKOJOTUYECKOM CHCTEMBI TEPPUTOPHI, PACITOIOAKEHHBIX
BOJIM3M MECT 3allyCKa U MaJeHUs OTIACISIIOUIMXCS YaCTeH TSKENbIX paKeT-HOCUTENEH,
takux Kak «lIporom», «/IHenp», «lluxinon». B3anMomencTBys C OKHCIMTEISIMH,
HAMTI tpancdopmupyetrcs ¢ oopazoBanuem 6oisiee 200 mpoayKToB TpaHchopMaIuu,
YacTh KOTOPBIX SIBJISIOTCS TOKCUYHBIMU U/WIM KAHIEPOTEHHBIMU COeTMHEHUAMH. J1ist
MUHUMHU3AIMU ~ PUCKOB  HEraTUBHOTO  BO3JIEUCTBHUS  PaKETHO-KOCMHYECKOM
NEeSATENbHOCTH TpeOyeTcs MNPOBEICHUE MOHUTOPUHIA HKOJIOTMYECKOTO COCTOSHHUS
00BEKTOB OKPY>KAIOIICH Cpe/Ibl.

HNmeromuecs METOIMKU OJTHOBPEMEHHOTO OMNPEIEIICHUS] OCHOBHBIX ITPOIYKTOB
tpanchopmanmun HJIMIT B mouBe OCHOBaHBI Ha HKCTPAKIIMM PACTBOPUTEIEM C
MOCJICYIONIMM aHAJIM30M JKCTPAaKTOB MeTojoM razoBoi (I'X) wiM KUAKOCTHOU
xpomarorpadhun ¢  Macc-criekrpomerpuueckum  (MC), TaHIEMHBIM ~— Macc-
cnekrpomerpuueckumM  (MC/MC) winm  3IeKTPOXUMHUYECKUM  JIETEKTUPOBAHHUEM.
JlaHHbIE METOJMKH O0ECHEUYMBAIOT HU3KHE MPEEbl OOHAPYKEHUS U JTOCTATOYHYIO
NPaBUIBHOCTh, OJHAKO TPEOYIOT CJIOKHOM, BpEMs3aTpaTHOM U JOPOrOCTOSILEN
IpOOONOArOTOBKH.

[Tapodasznas TBepaodaznas mukposkcTpakius (IITAMD) sBiseTcs npoCcThIM U
3¢ (HEKTUBHBIM METOJIOM M3BJIEYEHUSI AHAJIMTOB M3 OOpa3lloB BOJBI U IMOYBBI 0€3
UCIOJIb30BAaHUSI TOKCHUYHBIX OpraHUYecKux pacTBoputened. OJHaKo, omnpejaesieHue
npoaykToB Tpancopmanuu HIAMI u npyrux aHaJIOrM4HbIX AaHAJIMTOB B CIIOKHBIX 110
cocTaBy oOpasliax OrpaHWYeHO MATPUYHBIM 3(P(HEKTOM, BBI3BAHHBIM Pa3TUYHOU
3G (HEKTUBHOCTBIO DKCTPAKIMKA AHAJIMTOB M3 O0Opa3IoB Pa3jIM4YHOIO COCTaBa.
Matpuunbiii  3@deKkT MoXKeT ObITh MHUHUMHU3UPOBAH 332 CYET IMOBBIIICHUS
3G (HEKTUBHOCTH SKCTPAKIMKM W/WIM KOHTPOJIA C HMCIOJIb30BAHUEM MHOTOKPATHON
TOMD, BHYTpEHHET0 CTAHIAPTa U METOJIOM JJOOABOK.

Henbro auccepranmoHHOl padoOTHI SBISETCS pa3pabOTKa MPOCTHIX, JIETKO
aBTOMaTU3UPYEMBIX u «3EJICHBIX» METO/IMK KOJIMYECTBEHHOTO U
MOJIYKOJIMYECTBEHHOTO ONPENENEHUsI OCHOBHBIX MPOAYKTOB TpaHcpopmaunu HIMI
B [TIOYBE U BOJIE C UCIOJIb30BaHUEM NapodazHoil TBep10(ha3HON MUKPOIKCTPAKIIUH.

JIist 1oCTHKEeHUsl MOCTaBJIEHHON Leau ObUM c(POpMYyJIMPOBAHBI CIEIYIOLINE
321244 MCCJIeI0BAHNS:



1) W3ydeHue BausiHUS MaTpUIlbl HA MPABUIBHOCTb OMPEACIICHUS MPOIYKTOB
tpanchopmarnmu HJIMI™ B oOpasnax mouBsl ¢ ucnosb3oBanuem [ITOMD.

2) Usyuenume  BausHua  napamerpoB  [ITOMD Ha  nmpaBHIBHOCTH
OJTHOBPEMEHHOTO OMPEJIEIICHHUsI TPEX OCHOBHBIX MPOIyKTOB Tpanchopmannu HJMI B
oOpasmax mouBbl — N-aurposzoaumeTmwiamuaa (H/IMA), N,N-mumerundopmamuia
(IAM®DA) u 1-merun-/H-1,2,4-tpuazona (MTA) c ucnonb30BaHWEM BHYTPEHHETO
crangapta (MTA-d3).

3) IloctpoeHue KOppessiuu MEXKIYy COOTHOIICHHUEM OTKJIHUKOB MPOIYyKTOB
tpancopmanrun HIAMI™ u BHyTpeHHEro cTaHaapTa, MOoJIy4YeHHBIM C UCTI0JIb30BAHUEM
[ITOMD, u uX KOHIIEHTpAIUIMH B 00pasiax Mo4YB ¢ MECT MaJCHUN OTISISIOIMINXCS
4acTeN PaKET-HOCUTEJICH.

4) Pazpabotka u  ampoOanus METOJUKH  OINpEACNCHHUs]  MPOTYyKTOB
tpanchopmarmun HJIMI' B oOpasiiax BOIBI M BOJHBIX JKCTPAKTOB W3 TOYBHI C
ucnonb3oBanueM ' X-MC u I'’X-MC/MC.

5) Pazpabotka wu ampobarusi METOAWKHA  OMpEAeNieHUs  MPOAYKTOB
tpancopmanmn HIIMI' B oOpasnax mnouBbl ¢ wucnonbzoBanueM [ITOMI-T'X-
MC/MC.

B kauecTBe 00beKTa HCCIAEIOBAHUA BBHICTYNAJO OMPEACIICHUE MPOIYKTOB
tpanchopmanmu HIMI™ B 00pa3iiax mouBbl ¥ BOJbI C UCIIOJIB30BaHUEM TBEPAO(DA3ZHOM
MHUKPOIKCTPAKIIUH.

IIpeamMeToM uccieq0BaHUA ObLIa ONTUMHU3AIUS MapaMETPOB AKCTPAKIIUU U
KaJTMOpPOBKHU JIJIsl JOCTIKEHHUS MPUEMIIEMON MPaBUIBLHOCTU (HaONronaeMas CTEreHb
n3Biaeuenus B guana3zoHe 70-130% s xommuectBeHHoro anammza, 30-300% mis
MOJTYKOJIMYECTBEHHOTO aHANIN3a) U MTOBTOPSEMOCTH.

Metoabl ucciaenoBanms. lccineqoBaHue MPOBOAUIOCH C HCHOJIB30BAHHEM
HAyYHOTO MeEToAa: (POPMYIHPOBATIUCH THUIOTE3bl, KOTOPHIE TOJBEPralIiCh
OKCIIEPUMEHTAIBLHON TipoBepke. Jlms pa3paboTKu METOAMK ObUTM  BBHIOpPAHBI
CEJIEKTHBHBIE W YYBCTBUTEJIBHBIE XPOMATOMACC-CIHEKTPOMETPUUECKUE METO]IbI
aHajau3a: ra3oBas Xpomarorpadusi ¢ Macc-CIEKTPOMETPUUYECKUM JE€TEKTUPOBAHUEM
(I'X-MC) wu razoBas xpomarorpadusi ¢ TaHIEMHBIM MacC-CIIEKTPOMETPUUECKUM
nerektupoBanueM (I'’X-MC/MC). [lnsg noAroToBku mnpod K aHalu3y BbIOpaHa
napodasznas tBepaodazHas Mukpodkcrpakius (IITOMD), oObenuHstonIas 3Tambl
AKCTPAKIIMU, KOHIICHTPUPOBAHUS U OYUCTKH, a TAKKE CIIOCOOHAst 00ECIIeUNTh HU3KYIO
CTOMMOCTD aHaJu3a 00ObEKTOB OKPYKAIOLIEH CPeIbl.

st obecriedeHUsT O0OOCHOBAHHOCTH M JIOCTOBEPHOCTH  TOJYy4YaeMBbIX
pEe3yIbTaTOB B XOJI€ SKCIEPUMEHTOB HCIOIB30BAIM OAHY JIMOO JBE HE3aBHUCUMBIC
NEPEMEHHbIE, TOIJAa KaK OCTaJIbHBIE BAXXHbIE MapaMETpPbl MOJJIEPKUBAIH
MOCTOSSHHBIMU. JKCHEPUMEHTHI ObUIM BBIMIOJHEHBI B JIBYX WJIM TpeX Mapauieisax C
JAJbHENIIMM PACYETOM CPEITHUX 3HAUYCHUHN U CTaHAAPTHBIX OTKIIOHCHUH.

OcHOBHbIE N0JI03KEHN S, BBIHOCHMbIE HA 3AIIUTY:

1) Ha6momaemast crenens u3pnedenuss MTA, JIM®A u HIIMA meronom I[TTOMD-
['’X-MC 3KCTpakUMOHHBIM TOKpbITUEM 85 MKM KapOoKceH/MoNMMauMeTUIICUIIOKCaH
(Kap/TIAMC) nipu 60°C B TeueHnue 15 MHUH C HCIIONB30BAHUEM BHYTPEHHETO CTaHIapTa
MTA-d3 ans necyaHbIX U CYIJIMHUCTBIX TIOYB C COJEP)KAHMEM OPraHMYECKOro BEIECTBA
<1% naxoaurcs B quana3zone 91-117, 85-123 u 64-132%, COOTBETCTBEHHO.
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2) Ucnonp3oBanue 3arpsi3HEHHBIX 00PA3IIoB MOYB C MECT TaJICHHUS PAKET-HOCUTEIIEH,
npoaHan3upoBaHHbIX MeToJoM ['X-MC nocine 3KCTpakuuu pacTBOPUTENIEM, B KAUu€CTBE
KaTMOPOBOYHBIX O0pa3lioB C W3BECTHOM KOHIICHTpAIMEH I MOIyKOJIMYECTBEHHOTO
onpenenenust IMAAH, HIAMA, MTA u 1,3-numerun-/H-1,2,4-tpuazona (JJMTA) B
nouse MeroaoM [ITOMDI-I'X-MC c¢ wucnonszoBanuem MTA-d3 B KkauectBe
BHYTPEHHETO CTaH1apTa o0ecrneunBaeT HabIt01aeMyI0 CTENEHb U3BJICUCHUS AaHAJIUTOB
B uamna3oHe 52-267% npu HuxKHeN rpaHulle KoHreHTpanui 1-10 mr/kr.

3) CommerieHre Merofa A00aBOK M MeToja BHyTpeHHero cra”mapra (MTA-d3)
yiydiaeTr npaBuibHOCTh onpenenenus HIMA, JIM®A, metundopmamuna, popmamua,
3-metwnmupuauHa, 1-metwn-/H-umuaazona u 3-metui-/ H-mupa3osia B TECHYAHOM H
CYIJIMHHCTOM NOYBE ¢ ucnonb3oBaHueM [TTOMD, Torga Kak sl OCTaNbHBIX HMPOTYKTOB
TpaHchopmalui METOT T00ABOK 00ECIICUMBAET JTYUIITYIO MPABUIBHOCTb.

4) OntumanbeHble Temneparypa u Bpems [ITOMD 9 oOCHOBHBIX JeTydux u
NOMyJIeTy4ux mpoaykToB TpaHcopmarmu HAMIT (HIMA, JIM®A, MTA, nupasuH,
mupuanH,  1-popmmn-2,2-auMeTwiruapasud,  1-metwn-/ H-umunaszona,  1-merwn-/H-
nupazon, [H-nvpazon) mnokpeiteM 85 MM Kap/IIZIMC wu3 o0pa3uoB  BOJpI,
00€CTIeYMBAIOIIUE JYYIlIEE COUYETAHUE BBICOKOM MHTEHCUBHOCTH IMKOB C HU3KUMU
OTHOCHUTEIBHBIMU CTaHAAPTHBIMU OTKIIOHEHUAMU: S0°C 1 60 MUH, COOTBETCTBEHHO.

OcHoOBHBIE Pe3yJILTATHI HCCJIETOBAHNS:

1) PazpaGorana metoauka onHoBpeMeHnHoro onpenenenuss MTA, IM®A u HIMA
B TECUAHBIX M CYTJIMHUCTBIX IOYBaX C COJCpYKaHMEM OpraHuveckoro BemectBa < 1%
MmerogoM IITOMD-I'X-MC. Ilokazano, uro wucrnons3oBanne MTA-d3 B KadecTBe
BHYTPEHHEr0 craHiapta no3Bojsier nomuMo MTA onpeagenuts JIM®PA u HAMA.
[ITO®MDS npu 60°C B Teyenue 15 MuH ¢ ucnonb3oBaHueM nokpeitus 85 MM Kap/ITJIMC
JUIs 0OpaslioB IMECYaHOM W CYIJIMHUCTOM TIOYBBI OOECHEeYMsIo HaOMOAaeMyl0 CTENEHb
m3pnieueHuss MTA, IM®A u HIMA 91-117, 85-123 u 64-132%, COOTBETCTBEHHO.
Hocturnyteie mpenensl oOHapyxkenuss MTA, JIM®PA u H/IMA B mnouBax mpu
ONTHMHU3UPOBAHHBIX TapaMmeTpax cocTaBwm 14, 12 m 1 MKI/KT, COOTBETCTBEHHO.
PazpaboranHass MeToauKa TIO3BOJIUT MPOBOJUTH DSKCIIPECCHBIE W HEAOPOTHE TIO
ce0eCTOMMOCTHY aHAITU3BI.

2) YcTaHOBIIEHO, UTO OTHOILIEHHSI OTKJIMKOB AUMETUIaMuHoateTonuTpuiaa, HIMA,
JIM®DA, MTA, 13-mumerun-/H-1,24-tpuazona  (JAMTA) wu  1-bopmmun-2,2-
mumetwruapazuia (OAMIY) k MTA-d3, nalinennsie ¢ ucnonb3oBanueM [ITOMDI-I'X-
MC, xoppeHpyIOT ¢ KOHIIEHTPAIMSIMHU aHAJIUTOB B MPOOAX MOYBHI pa3IMYHON TPUPOJIBI U
BJIQKHOCTH, HaijeHHbIMM MeTogoM ['X-MC mocne SKCTpakiMu —OpraHu4eCKUM
pactBoputeseM. Bpems u temriepatypa [ITOMD He BIUSIOT Ha KaY€CTBO KOPPEISAIIMOHHBIX
npsiveIx Uit HIMA, IM®A, MTA, IMTA u ®JMI. BHeceHne u30bITKAa BOIBI
YBEJIMYMBACT Pa30OpOC JTAHHBIX, OJJHAKO TMO3BOJISIET YMEHIIUTh MaTpUUHBIN 3(hEeKT Tpu
aKcTpakimu 1-metwn-/H-mupaszona u 1,5-mumernn-/ H-mupasona. PazpaboTaHHbI TOAX0T
MOXET OBITh PEKOMEHIOBAH IS TIOTyKOJIMIECTBEHHOM OIICHKN HECTAOMITBHBIX MTPOTYKTOB
TpaHC(OpPMALIMK U COEAUHEHHM, JUIS KOTOPBIX CTAHAAPThl HEIOCTYIIHBI, TEM HE MEHEE,
[ITOMD wu >KcTpakiys pacTBOPUTENIEM JOJDKHBI ObITh  ONTHUMU3UPOBAHBI IS
KOJIMYECTBEHHOTO OIPECTICHNS BCEX aHATUTOB.

3) ONTUMU3UPOBAHHBIE MApPAMETPbl XUMUYECKOW HMOHM3AIMUA  MOJIEKYd JJIst
MOCJIE/YIOIIETO0 TaHAEMHOTO MacC-CIIEKTPOMETPHUUECKOTO JICTEKTUPOBAHUSI OCHOBHBIX 24
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npoaykToB TpaHchopmanmu HIIMI (ras-peareHT MetaH, naBiieHue raza-pearenra 250 kl1a,
Temreparypa ucrounuka noHoB 150°C, sueprus snexktpoHoB 30 3B) no3BossieT 10CTUTHY Th
WUHCTPYMEHTAIBHBIX MPEAETIOB OOHapykeHuss B auanazoHe 1,1-48,6 nr (mpenensl
00HapyXEeHUs TIPH MOHW3ALMH YJIEKTPOHAMU TpY cTaHaapTHo sHeprun 70 3B — 0,1-268
mr). JlobaBka Ba(OH),:8H>O B mouBy He oOkaszana 3HAYMTENBHBIN 3(D(HEKT HA TPUPOCT
MHTEHCUBHOCTEH 3KCTPaKIMM OCHOBHBIX MpoAyKToB Tpanchopmauuu H/IMI'. Buecenue
M30bITKa BOJABI B 00pa3ilbl B II€JIOM OKa3aja HeraTBHBIN 3(h(eKT Ha OTKIIMKU aHAIUTOB.
OnTuMaibHOE MUHUMAJILHOE PEKOMEHIyEMOE BpeMsl YPaBHOBEIIMBAHUS 0OpPA3I0B MMOYBBI
TI0CJIE BHECEHHUSI CTAHJIapTOB M3Y4YEHHBIX NMpoaykToB TpaHchopmauuu HIAMI™ — 5 4 npu
40°C. CommerieHre MeTofa J00aBOK C METOJOM BHYTPEHHEro craHaapra (c
ucronb3oBaHueM MTA-d3) mno3BoMMIO JOCTUYL  JIyYIllel TPEeM3UOHHOCTH |
npasuibHOCTH onpezencHus HIMA, JIM®A, N-metundopmamusa, hopMamusa, 3-MeTHII-
1H-nupazona u [ H-tupazona. s onpenenenus OAMI, 3,5-nmumernnnupasona, 2-3THil-
1H-nvupnazona, [/H-umunazona, [H-1,2,4-tpua3ona, TUpa3suHOB W MHPHIMHOB OOJBIIE
MOAXOJUT KaTMOpOBKAa METOJOM J00aBOK. TeM He MeHee, MPEUIOKEHHAs METOUKA
MO3BOJISIET UCMOIBb30BaTh 00a MOIX0/1a OHOBPEMEHHO.

4) Pa3paborana mpoctasi M aBTOMAaTH3MPOBAHHAs METOJMKA YYBCTBUTEIIBHOIO
OTIPEJICNICHUs] OCHOBHBIX MPOJIYKTOB TPaHC(HOPMALIMU PAKETHOTO TOIUIMBA HAa OCHOBE
HIMI' B BomubIx oOpasmax ¢ ucnons3oBaHueM [ITOMDI-I'X-MC. Hawnyuias
NPEUU3UOHHOCTh JOCTUTHyTa MpHu Temneparype skcrpakimu 50°C u Bpemenn 60 MUH.
Habmromaemas crenenp u3BieueHus nupasuna, 1-metwn-/H-nupazona, HIAMA, [IM®A,
MTA u 1-metun-/ H-umuiaszona U3 BOJHBIX 00paslioB BapbHUpOBAJaCh B JIUAra3oHe 75-
125%. Ipenen oOHapy>KeHUs! TAHHBIX AHATTUTOB HAXOJUTCS HA YPOBHE HIKE MKI/JI.

Teopernueckass U NpaKTH4YeCKAasi 3HAYMMOCTDb TUCCEPTALMH.

B xone uccnenoBanus AeTanbHO U3ydeHA MpobdiieMa MaTpuaHOro ddexra u ee
BJIMSIHHE HA MPaBWIBHOCTh METOJUK, OCHOBaHHBIX Ha [IT®MD. bruio nokazaHo, 4To
JUISl TIOJIIPHBIX COEIMHEHUM ¢ MEHBIIIUM CPOJICTBOM K 3KCTPAKIIMOHHOMY MOKPBITHIO
BapuaOeIbHOCTh 3P(HEKTHBHOCTH YKCTPAKIIMA TEOPETUIECKHA MOKET JTOCTUTATH JIBYX
nopsiAKOB. BBIOOp MOAXOASIIEro BHYTPEHHETO CTaHJapTa i KOJWYECTBEHHOM
OLIEHKM C Hcnosib3oBaHueMm [ITOMD sBnsercsa BecbMa CIOXKHOM 3aJaded M3-3a
MHOXecTBa  (PakTopoB U  (UBUKO-XMMHYECKUX CBOMCTB, BIMSIOIIUX  Ha
3 PEKTUBHOCTH IKCTPAKITUH.

HoBeie pa3paboTaHHble METOAUKH MOTYT OBITh PEKOMEHJOBAHBI IS
MPUMEHEHHUS B MOHUTOPUHIE PAKETHO-KOCMHUYECKOW aesTeabHOCTH B Kazaxcrane,
Poccun, CIIIA, Kurae u apyrux crpanax, ucnonssyrommx HJIMI'. PaspaGorannsie
METOJMKU OBUIM YCIENTHO MPUMEHEHBI aJisi aHaidu3a oOpaslloB IMOYBHI C MECTa
aBapuitHOro najeHus paketel-HocuTens «IIpoToH-M», u cHera, oToOpaHHOTO BOJIU3U
YKEJIE3HOJIOPOKHOW CTAHI[MH, PACIIOIOKEHHON Ha MyTHU TPAHCIIOPTUPOBKHU PAKETHOTO
TOIUIMBA Ha kocMoipoM baiikonyp (Kazaxcran).

CBsi3b T€MBI C IVIAHOM HAYYHO-MCCJIEI0BATEILCKUX PadoT U pa3jiMuYHbIMU
TocynapcrBeHHbIMH mnporpammaMu. PaGoTta BEITIONHEHA B paMKaxX TMPOEKTOB
Komutera nHayku MuHuctepctBa oOpa3zoBaHusi u Hayku PecmyOnuku Kazaxcran
«Pa3paboTka W BHEIPEHUE «3EJEHBIX» METOJUK OMNPEACIICHUS OpPraHUuYECKUX
TOKCUKAHTOB B mouBax» (3661/I'd4, 2015-2017 rr.), «PazpaboTka METOIUK aHAJN3a,
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MaTepHaioB U O0OPYNOBaHUS IS HKOHOMHUYECKU-D(P(HEKTUBHOTO «3EJICHOTOM
sKoJIoruueckoro Mouuropunra» (AP05133158, 2018-2020 rr.).

AnpobGanus padoTel. Pe3ynbrarsl paboThl NpeICTaBIEHBI B BUJE JOKIAI0B Ha
IBYX MexXIyHapoaHbix KoH(epeHuusx «Pacifichem-2015» (CILIA, 2015 r.) u
«AHanmuTryeckass xpomarorpadus ¥ KanwuBIpHBIA 3nekTpodopes», (Kpacnomap,
Poccus, 2017 1.).

IMy6aukanuu. [To pesynpraram paboThl OIMyO0IMKOBAHO:

- JIB¢ CTaThU W OJIMH 0030p B MEXIYHAPOJHBIX JKypHAJIaX, HHIACKCUPYCMBIX B
06aze Web of Science (ykazarenp Science Citation Index Expanded) ¢ ummakt-
dakTopamu 1,4, 4,9 u 8,4, u B Scopus ¢ nponentuiisimu no CiteScore 47, 89 u 96.

Onucanue BKJIaJa JOKTOPAHTA B MOAT0TOBKY KAMXK/A0# My0IUKALMN:

1) Bakaikina N.V., Kenessov B., Ul’yanovskii N.V., Kosyakov D.S.
Quantification of transformation products of rocket fuel unsymmetrical
dimethylhydrazine in soils using SPME and GC-MS // Talanta. — 2018. — Vol.184,

P.332-337. https://doi.org/10.1016/j.talanta.2018.02.047: HCCIIeIOBaHUE,
METOJIOJIOTHs, Banuaamnus (MpOBEpKa), BU3yalM3allks, HAIMCAHUE MEPBOM BEPCHH,
pelIaKTHPOBAHKE.

2) Bakaikina N.V., Kenessov B., Ul’yanovskii N.V., Kosyakov D.S.,
Pokryshkin S.A., Derbissalin M., Zhubatov Zh.K. Quantification of transformation
products of unsymmetrical dimethylhydrazine in water using SPME and GC-MS //
Chromatographia. - 2017. — Vol. 80, Is. 6. — P. 931-940.
http://doi.org/10.1007/s10337-017-3286-2: ucciaenoBanue, METO0JIOTHS, BAJIUIAIIHS
(mpoBepka), BU3yaan3alus, HalluCaHue MepBoi BEpCUH, peJakTUPOBAHUE.

3) Kenessov B., Koziel J., Bakaikina N.V., Orazbayeva D. Perspectives and
challenges of on-site quantification of organic pollutants in soils using solid-phase
microextraction // Trends in Analytical Chemistry. — 2016. — Vol. 85B. — P. 111-122.
http://doi.org/10.1016/j.trac.2016.04.007: uccrnemoBanue, BU3yaau3aius, HAMMCAHUE
OTJIETIbHBIX MTOAPA3/IEIIOB.

Crpykrypa u o0bem auccepramum. Jlucceprainus COCTOUT W3 BBEACHUS,
0030pa IuTEpaTyphl, SKCIEPUMEHTAIBHOM YaCTH, PE3YyJIbTaTOB U O0CYXKIACHUN, OOLTUX
BBIBOJIOB U CIIMCKA LIUTUPYEMOM JUTepaTypbl. MaTtepuan uznoxeH Ha 140 cTpanunax
MaIIMHOMKCHOTO TEKCTA, COAEPKUT 30 pUCYHKOB U 29 TaOIull, YeThIpe MPUIIOKECHHUS,
B CIIUCKE IUTHUPYEMOU IuTepaTypsl 139 HCTOYHUKOB.

baaroxapHocru.

Bripakato OnarofapHOCTh Hay4YHBIM KOHCYJIBTAaHTaM K.X.H., Tpodeccopy
KenecoBy bynary Hypnanosuuy u a.x.H YaesHoBckoMy Hukonaro BanepreBuuy 3a
IIEHHBIE COBETHI, BHUMATEIILHOE PYKOBOJICTBO U HEOIIEHUMYIO MIOMOIIb B MOATOTOBKE
Y HaITMCaHUU JHCCEePTaIUU.

brnaromapro MuHUCTEPCTBO HAyKM | BBICHIETO oOOpa3zoBaHus PecmyOmmku
Kazaxcran 3a GpuHAHCOBYIO MOAJIEPKKY.

OKCHEpUMEHTHI BBITIONHEHBI C HUCIOJNb30BaHUEM oOopynoBanusi IlleHTpa
KOJUIEKTUBHOTO TMOJb30BaHUSI HAy4YHbIM O0OpyAoBaHUEM «ApKTHKa» (CeBepHOro
(ApkTtuueckoro) (enepanbHoro yHuBepcutera (r. ApxaHrenbck, Poccuiickas
Odepneparnusi), a Takxke Jjaboparopuu «Ikojorus Ouochepr» lleHtpa Qusnko-

13


https://doi.org/10.1016/j.talanta.2018.02.047
http://doi.org/10.1007/s10337-017-3286-2
http://doi.org/10.1016/j.trac.2016.04.007

XUMHAYECKUX METOJOB MCCIeAOBaHMd M a”Haim3a Ka3axCKoro HalMOHAJIBHOIO
yHHUBEpCUTETa UMEHHU ainb-Dapadu.

OO0pa3ibl MOYBHI U CHETa IS anpoOalui METOIUK MPE0CTaBICHbI (PUIINAIOM
pecnyOJIMKaHCKOro TOCYAApPCTBEHHOIO MPEANPUSITHS Ha IpaBe XO35AWCTBEHHOIO
Beaenust «Wugpakoc» AspoxkocmMuueckoro komuteTa MuHuCTEpcTBa HUE(POBOTO
pa3BUTHsS, HMHHOBAIMM M a’pOKOCMUYECKONM MPOMBIIUIEHHOCTH PecnyOnuku
Kazaxcran B roposie AMarsl.
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1 OB30P JIMTEPATYPBI

Hecummerpuunsiii  numerunruapasud  (HIMI) — TokcuuHOoe BelecTBo
NEPBOr0 KJACCa ONACHOCTH C KaHLIEPOT€HHBIMU, MyTareHHbIMU U TE€PaTOr€HHBIMU
CBOMCTBaMH, OCHOBHOM KOMITOHEHT PAKETHOT'O TOIUINBA, UCIIOJIB3YEMOTO JUIS 3aITyCKa
paket-Hocuteneit «lIporony», «luenp», «luxmon», «Pokxor», «Kocmocy (cTpanbl
ConpyxectBa HezaBucumbix ['ocynapcts), « Apuan» (ctpansl EBporieiickoro corosa),
«Benmukuit moxon» (Kurait) u «GSLV Mk.3» (Uuaus). Kocmoapom «baiikonypy,
HauOoJiee aKTUBHO MCMOJb3YEMbIN paKEeTHO-KOCMHUYECKHI KOMILUIEKC, PAcOIOKEH B
Ke3puiopaunckoit obnactu PecyOnuku Kaszaxcran. 3a BpeMs ero AesiTeNbHOCTU
obL10 3amymieHo 6onee 2000 KOCMUYECKHUX anmnapaToB, B OCHOBHOM TSDKEJIBIX PaKeT-
HocuTelneH, Takux kKak «IIpoton» u «JlHenp», a Takke ManoradapuTHbix «Coro3-DI'
[1-4]. JlesTenbHOCTh KOCMOJpPOMAa HEraTUBHO OTpakaeTcsl Ha HSKOJIOTHYECKOU
CUTYyAallUU MOJBEPKEHHBIX TEPPUTOPUN [S5—8].

CyliecTBEHHOE  DKOJIOTMYECKOE  BO3JAEHCTBHE  KOCMHUYECKHMX  3aIyCKOB
COCPEIOTOYEHO B CIIELUATIBLHO OTBEJACHHBIX 30HAX NAJCHUS OTPaOOTaBIIMX CTyIEHEN
pakeT-Hocutene. OTAeNsIommuecs CTyIIeHH, COAEpkKaAIIUEe OCTATOYHOE TOILUIMBO [9—
11], npuzemisitoTcsa Ha OOIIMPHBIX TEPPUTOPHSIX (MecTax majgeHus). O0mas miomanb
3eMellb, OTBEACHHBIX TNOJA mocagouHble ruiomaaku B Kocranaiickon, Ceepo-
Kazaxcranckon, Kaparannuackoit, AxkmonuHckoi, IlaBnomapckoii u BoctouHo-
Kazaxcranckoit obnactsax coctapiuset 4,145 min ra [1,12]. Tpaekropuu mosiera pakeT
MIPOJIETAIOT HaJ KPYNHBIMU HaceleHHbIMH MyHKTaMu CeBepHOro u BocTodHOro
Kazaxcrana [13], yTo o0ycnaBiuBaeT MOTEHIMAIbHYIO YKOJIOTHUECKYIO OMAcCHOCTb.
PervoHsl, mNOABEpKEHHBIE BIUSHUI KOCMHUYECKOW JesaTeNnbHOCTH balikoHypa,
BKIIIOUarOT Oacceitubl pexk Hypa, Umum, Upteim B Kazaxcrane u O6u B 3anaaHoi
Cubupu [7].

Haunbonee macmrabHOoe 3arpsi3HEHHE OKpPYXKarolleld cpeapl OcTaTKaMu
PaKeTHOTO TOILJTMBA HAOJI01aeTCS IPH aBAPUHHBIX 3aITyCKaX KOCMUYECKUX arapaToB
[7,14,15]. SIpxum npumMepoMm CiIyKUT aBapus pakeTbl-HocuTens «lIpoTton-M» B uroie
2013 roma, xorga B pe3yipTare B3pbiBa Ha 33-M CEKyHJIE IOJETAa 3HAYUTEIBHOE
KOJIMYECTBO TOIIMBA OBLIO pa30pOCcCaHO MO MECTHOCTH B pajnyce 2,5 KM OT CTapTOBOU
wiomaaku [16]. Konuentpauuu oOHapyxkeHHbix B mouBe HJMIT u ero
BBICOKOTOKCUYHOI'O  MPOAYKTa  TpaHcopmanuu,  N-HUTPO30AUMETHIAMHHA,
npeBbicunn  gonyctumble Hopmbel B 8900 m 6100 pa3, coorBercTBeHHO [7].
AHanornyHasi cuTyanus npousonuia B ceHTsope 2007 roaa, Korjaa pakeTra-HOCUTENb
«IIpoton-M» c 6onee 250 Toun necropesmero HJIMI', motepnena kpyiieHue cmycrs
129 cexynn nocne crapta [17].

Takum 00pa3om, 3HAUUTENLHBIE TEPPUTOPUU BOJIU3U KOCMOJIPOMOB U BJIOJIb
TPAeKTOPHUI Tpacc MOJETOB PAKET-HOCUTENIEH, HCIIOIb3YIOINX PAKETHOE TOIUIMBO HA
ocHoBe H/IMI', 3arpsA3HEeHBI UM UMEIOT PUCK 3arpsA3HEHUSI OCTaTKaMU TOKCHUYHOTO
PaKEeTHOTO TOIUIMBAa U €r0 HE MEHEE OMAaCHBIMHU MPOAYyKTaMHu TpaHchopmanuu. B
paiioHax, MpUJIETralIINX K paloHaM MaJIeHUs pakeT-HOCUTeNel, Ha0mogaeTcs Oonee
BBICOKMH YpPOBEHB 3a00JI€BAEMOCTH OPraHOB NMUIIEBAPEHUS U IEHTPAIbHON HEPBHOU
cuctemsl [18,19].

15



HecMoTpst Ha akTUBHBIE pa3paOOTKU SKOJIOTUYECKU YUCTBHIX BUOB PAKETHOTO
TOIUIMBA U HAMETHUBIIYIOCA TEHACHIHUIO K COKPAICHUIO HCIOJIb30BAHUS TOKCHYHBIX
KOMIIOHEHTOB, TaKUX KaK T'MApa3uH, Npo0sieMa 3arpsi3HEHUsI OKPYKAroLIEn Cpeibl IpU
KOCMHUYECKHUX 3aIlyCKax ocraercs akryainbHOU. Cornamenue mexay Kazaxcranom u
Poccuern 2014 roma o cokpamieHHM 3amyCcKoB pakeTbl-HOocuTensa «lIpoTton» ¢
KOoCMoZpoMa ballkoHyp © TJIaHbl I1I0 Pa3BUTHIO KOMIUIEKca «bautepex»
CBHUJIETEIIbCTBYIOT O CTPEMJICHHHM K OKOJOTH3alMM KocMmuueckou otpaciu [20].
OpmHako, Iaxke MpH MOJHOM Tepexojie Ha Oe30IacHble BUbI TOTUIMBA, HEOOXOIUMO
YUYUTBIBATh JOJITOCPOUYHBIE IKOJOTUYECKHE TOCJEACTBUS MPEIbIAYIIUX 3allyCKOB.
HccnenoBannsi MOKa3bIBalOT, YTO KOMIIOHEHTHl PAKETHOIO TOIUIMBA MOTYT
COXPAaHSATBHCSA B OKPYKAIOLIEH cpelie B TEUEHUE JIUTEIBHOr0 BpeMeHHu, 10 30 et u
oosee, uTto TpebyeT pa3paboTku A(DPEKTUBHBIX METOJOB OYHCTKH 3arpsS3HEHHBIX
TEPPUTOPHUI.

1.1 HecuMMeTPMYHBIH  JUMETWJITHAPA3MH W  NPOAYKTHI  €ro
TpaHchopMaAUU

Hecummerpuunsiit aumerunruapasut (CAS No. 57-14-7, M; 60,10 a.e.m., Tiun.
62°C, naBieHue HacChIIEHHBIX TTapoB 22,3 klla) — BEICOKOpEaKTUBHOE COCIMHEHUE C
CHUJILHBIMU BOCCTAHOBHUTENIBHBIMU cBoiicTBamu [21]. HAMI cnocoGeH mpuHUMATH
y4acTHE€ B Pa3JIMYHbIX XHUMHYECKHX PEAKIUSAX, T[OITOMY IIPOLIECCHl  €ro
TpaHchopMalMi B peajbHBIX OOBEKTaX, KaK MpPaBHIIO, MPOTEKAIOT IO BechMa
CIOXHBIM Mexanu3dMaM. [Ipu Tepmudeckom pasznoxenuun HJIMIT o6pasyrorcs B
OCHOBHOM HHU3KOMOJICKYJISIPHbIE MPOAYKThI (AaMMHAK, aMUHBI, METaH, 3TaH, 3THUJIEH,
a30T u nap.). [Ipm Bo3aelcTBUM CIIa0BIX OKHUCIUTENCH OO0pasyrTCsS COSAMHEHHUS C
OoJbIIIel MOJIEKYJISIPHON Maccol, coJiepaalue a3oT B CBsI3aHHOM cocTosinnu. Ha xon
tpancopmanmu HJIMI' oka3pIBalOT BIMSHUE XHUMHUYECKHI COCTAaB MAaTpPHIIbI,
MUKPOOHMOTa M BJIQKHOCTh MOYBBI [22], KOHIEHTpPALUU MEPEXOJHBIX METAJIOB
[23,24], kucnopoaa ¥ APYTrux OKuciauTeneu [25].

B pabore AnumxanoBoi M.b. [26] BBIABHHYTO MNPEANOJIOXKEHUE O
MHOTOCTaJUNHOM MEXaHU3Me TpaHcopmaruu HJIMI, BKJIIOYAIOIIEM
MOCJIeI0BAaTENbHbBIE U NapajuielibHble peakiuuu. COrjacHO MPEIOKEHHOW aBTOPOM
CXeMe, Ha TepBOM CTaauu Tmpolecca O00pa3yrTCs  HU3KOMOJEKYJISpHBIC
IIPOMEKYTOUHbIE  NPOAYKTHI, KOTOpPbIE BCTYNAlOT BO  B3aUMOJIECUCTBUE C
HeokuciaeHHbIME MoJekyinamu HJIMI'. Ha 3axmountensHoM sTane Tpancopmanuu
JTUMETUITHIPA30Hbl (OpMabIACTHIa U aleTANbICTHIa, a TaKKe TPUMETHIAMUH
MOJBEPrarOTCs JAJbHEHMIIMM IPEBPALICHUAM B PEAKUUSIX C HU3KOMOJEKYJISIPHBIMU
MPOMEKYTOUYHBIMU MPOJIYKTaMU, MPUBOJSI K 00Pa30BaAHUIO0 KOHEUHBIX MPOAYKTOB: 1-
metun-1H-1,2,4-tpuazona (MTA), 1-popmun-2,2-numernnruapasuna (GAMI), 1-
MeTwI- / H-tupasoina u aumetrinamuHoaneTonutpuiaa (JMAAH).

UccnenoBanne YaesHoBckoro H.B. u coaBTropoB [27], mpoBeaeHHOE C
MPUMEHEHUEM MAaCC-CIIEKTPOMETPUU BBICOKOTO Pa3pElICHUs, BBISBUIO CIOMXKHBIN
MHOT'OCTQIMIHBIN MexaHu3M okucieHus HIMI'. ABTopsl oOHapyx)uiau 00pa3zoBaHue
IIMPOKOTO CHEKTPa MPOMEKYTOUHBIX MPOJYKTOB C BHICOKOW MOJIEKYJISIPHOW Maccou
(o mecsTH aTOMOB a30Ta), XapaKTePU3YIOMIMXCA HU3KOW CTaOMIBHOCTHIO. B Xome
MOCJICYIONINX TPEBpaIIeHU HaOII01aJ0Ch CHIDKEHHUE CPEAHEH MOJEKyISIpHOU

16



Macchl 00pa3yronmxcsi coenrHeHuil. Ha ocHOBaHWM TOJYYEHHBIX JAaHHBIX aBTOPHI
MIPEANOIO0KUIH, YTO KIIFOUEeBBIMHU TTpotykTamMu TpaHchopmanmu HJIMI™ B mouBeHHBIX
YCIOBUSAX SBIISIIOTCS TETEPOLUKINYECKHE COCAMHEHUS, COIAEpIKAIIUEe a30T: UMUHBI,
MUINEPUIUHBI, MHUPPOIUANHBL, JTUTUIPONUPA30Jbl, AUTUIPOUMUIA30JIbI, TPUA30JIbI,
aMUHOTpHA3MHBI U TeTpa3uHbl. O0mee uncio nmpoaykToB Tpanchopmaruu HIMI B
MOYBE, 110 OLICHKaM aBTOPOB, MOXKET JocTturath 250 coequnenuil. Cieayer OTMETUTD,
YTO WCHOJIb30BAHHBIM METOJl AaHAJIN3a, HECMOTPS Ha BBICOKYHI pPa3pelIarollylo
CIIOCOOHOCTh, HE MO3BOJWJI YCTAHOBUTHh TOYHYIO CTPYKTYPY MIACHTU(ULIHUPOBAHHBIX
COEIMHEHUM, OTPaHUYUBAACH ONPEACIICHUEM UX MOJIEKYJISIPHBIX (hOPMYIJI.

B wuccnenoBanum [28] ¢ HMCHOJNB30BAHUEM YJIbTPAa3BYKOBOW 3KCTpPAKIUU U
razoBoii xpomaromacc-criekrpomerpur (I'X-MC) B HCKYyCCTBEHHO 3arpsi3HEHHBIX
copOeHTax ObLIU UJIEHTU(DUIIMPOBAHBI MHOTOYUCIICHHBIE MPOAYKTHI TpaHnchopMaluu
HJIMI, BKJIIOYas JTAMETUITUAPA30H aneTagbaeruaa (IMI'AA), N-
Hutpo3zogumerunamud (HIMA), IMAAH u npyrue a3oTcoaepskaiiyue COeTUHECHHUS.

CwmounenkoB A.Jl. 1 coaBTOphl [29] ¢ MOMOIIBIO KUAKOCTHOM XpomaTomacc-
cnektrpometpun  (KX-MC) onpemenunaun B Boae u  mnouse |-popmumin-2,2-
JTUMETWITUIpa3uH — KIIOYeBOW MNpoayKT TtpaHchopmamuu HJMI. Amnanus
HCKYCCTBEHHO 3arpsA3HEHHOU ITIOYBEHHO-BOJTHOM CyCIEH3UHU ITO3BOJIJI
UJIEHTUPUIIMPOBATh IIUPOKUN CIIEKTP MPOAYKTOB TpaHChOpMALUK, BKJIIOYas
JUMETWIAMUH, METWITHAPA3UH, TPUMETWITHAPA3UH W APYrHMe a30TCOAEp Kallue
coenunenus [30].

Kenecor b.H. u np. npumenunu cratuyeckuit nmapodasneiii anamu3 [31] u
TBEpA0(a3HYI0 MUKPOIKCTPAKIIUIO U3 Ta30BoM (a3bl Haj obpaszom (IITOMD) [8] B
couetanuu ¢ I'X-MC pana obnapyxkeHusi 6osjee 36 NOTEHIMAIBHBIX MPOAYKTOB
tpancopmanmu  HJIMIT B mouBe. ABTOpPHl HACHTU(DUIIMPOBATIN TPHUA30JIBI,
MMH/J1a30J1bl, TUPA30JIbl U IpyTrue coenuHenus [8,31].

AHanmu3 pealbHBIX O00pa3IOB TMOYBBI C MECT TMAaJeHUS pPaKET-HOCUTENeH
NOATBEPANI PE3yJIbTaThl JA0OPATOPHBIX SKCMEPUMEHTOB [32]. BbUIO yCTaHOBIIEHO,
yTO mHMpaszoiibl, Tpuazonsl U HJAMA daBisitorcs Hanbonee pacnpoCTpaHEHHBIMH
npoaykramu Tpancpopmannu HJAMI B nouse.

B nenasueii pabote Ilomo M.C. u ap. [33] npu aHanuze ABYX MOJIETbHBIX
00pa3ioB (CyriMHOK, mpoleamui mnpoueaypy 3arpssnenus HJIMI, a 3arem
JNETOKCUKALMM coriacHo Mmetony [34]; U CYIJIMHOK, MCKYCCTBEHHO 3arps3HEHHbIN
1[eJIeBBIMU MpoyKTamu Tpanchopmanuu HJIMI'), u ogHoro o6pasiia, 0ToOpaHHOTO C
MecTa MaJieHus IEPBOM CTYNEHU pakeTbl-HOcUTeNs (KocmoapoM balikoHyp) MeTogom
psIMOi TepMoIecopOIuu ¢ mocieaytomum aHanuzoM Ha [ X-MC uaentuduimpopaso
14 HOBBIX MOTEHIMATBHBIX TPOAYKTOB Tpanchopmamuu HJIMI. Bo Bcex Tpex
oOpasiax Oblu1 0OHapyxeH |-meTwi-2-nuppoauauHoH. B o0pasie ¢ Mecta majieHus
Takxe oOHapy:keH nponaHamu/l. [IpeBanupyroiias 4acTh MOTEHIMATBHBIX TPOAYKTOB
tpanchopmarmu HJIMI™ oGHapyskeHa B MOACIBHBIX 00pa3Iax.

B o0630puoii pabore Mumomkuna M. u KapnaeBoit A. [35] coOpanbl u
cucTeMaTu3npoBanbl nyTH TpaHcopmauuu HJIMI, taxxke aBTopamu mnpoBeleH
aHaJIM3 UMEIOLMXCS JaHHBIX 0 MpoayKTax TpaHchopmaunu HIMI'. B o030pe ykasbl
88 coeuHeHuH, MOATBEPKICHHBIX aBTOPAMU B KAYECTBE MPOAYKTOB TpaHChopMauu
HAMI', Bkatouass 8§ HHU3KOMOJEKYJSIPHBIX MPOAYKTOB CroOpaHusi, MPOIYKTbI
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Pa3IMYHBIX OKHUCIUTENbHBIX PEaKUUd M COEIUHEHHUs, HaWJEHHBIE B pa3IMYHBIX
00BEKTaX OKPY>KaIoLIeil cpebl.

B nayudHO-mccimenoBarenbckoM ILeHTpe «lbapblm-OKonorus» IMpOBEAEHBI
WCCJIEIOBAaHUS YCTOWYMBOCTH U PEAKIIMOHHOM CITIOCOOHOCTH Pa3loKEHHsI IPOITYKTOB
tpanchopmammu HJAMI' metogom monexymnsipHoro moaenupoBanus [19] Ha ocHoBe
pacuera 3Ha4YeHUs1 XUMHUYECKHUX MOTEHUHANIOB. M3 Bcex pacCcuMTaHHBIX XMMHUYECKHX
NOTEHIMAJIOB Il MPOAYKTOB TpaHC(opManuu caMbIM HaWMMEHBIIMM OKa3aJcs
xuMmuueckuid moreHunan MTA, nanee 1,3-mumerun-1,2,4-tpuazona (-4,8007) u
HIAMA (-4,75035). Hdannbsie mpoayKThl TpaHchopmaiuu ObulM OOHapyXeHbl B
oOpa3iax MmouBbl, OTOOPAHHBIX CIYCTS 2-3 rojia mocjie MpojruBa PaKeTHOTO TOIUINBA
[32].

1.2 TOKCMYHOCTB U IKOJIOTHYECKOe peryjJnpoBanue konuenrpauuii HAMI
U MPOAYKTOB €ro Tpancpopmanuu

HecumMMeTpuuHbIil ~ JUMETWITUIPA3UH  SIBISETCS BBICOKOTOKCHUYHBIM
coeIMHEHUEM, 00JIaal0IINM KaHIIEpOreHHbIMU [36,37] U MyTareHHbBIMUA CBOMCTBAMU
[38]. HaumbGonee TOKCHMUHBIM mpoaykToM TpaHcpopmauuun HJMI sBasercs N-
Hutpo3zogumetrusiaMu (CAS No. 62-75-9), ABISIIOIIUNACS OJHUM U3 CaMbIX OMACHBIX
u3BecTHBIX KaHIeporeHoB [39,40]. Ero npenensHo nonyctumas konuentpauus (I11K)
B BO3ayxe paboueil 30Hbl cocraBmsier 0,01 mr/m®, a gnsa armocdepHoro Bosmyxa
HaceneHHbx MecT — 50 ur/m® [41]. Ilpu npsMOM IONAJaHMU TENTHIA B OPraHU3M
HJIMA sBnsieTcs T1aBHBIM IPOJTYKTOM OKHCJICHUS.

Humetunruapazon Gopmansaeruna (JMI'®A, CAS No. 2035-89-4) spusercs
IPOMEXKYTOUHBIM TpoaykToM Tpanchopmanun HJIMIT B Bome, u3 KOTOpOro
obpazyrorcs MTA u 1-popmun-2,2-mumermiruapasud. JletaapHas cpemHss ao3a
BEIIECTBA, BBI3BIBAIOIIAS THOETh TIOJIOBUHBI WIEHOB UCIbITyeMou rpymibl (JI1s0) st
JIMI'®A mipu ero BHYTPUOPIOIIMHHOM CIIOCOOAX BBEJCHUSI COCTaBIseT 239 MI/KT.
JlmutensHoe BBenenue JIMI' DA mnpuBoauT K COHIMBOCTH (OOINEE ITOJIaBIICHHE
COCTOSIHMSI), HM3MEHEHHUIO MOTOPUKH, KOHBYJIbCUM [42]. SBaseTrcs XuMHUYECKH
HeCTaOMIBLHBIM BelllecTBOM [43].

OcHoBHol Mapkep 3arpszHenust HIMI™ — 1-metun-1H-1,2,4-tpuazon (MTA,
CAS No. 6086-21-1) 0bu1 obHapyxen B 1991 rogy kak mpoAaykT TpaHcopmanuu
HIAMI' B armocdepe Bo3ayxa, ra3oBblX cpeax M B OOBEKTaX MHUHEPAIBHOIO
npoucxoxaenus [44,45], B 2004 r nipu KcCieI0BaHUU MPOIYKTOB TpaHChHOpMaIUK
HAMI' nma MopmenbHBIX copOeHTax, IyHrute W TiuHe [28,46]. MTA oGnanaer
CYIIIECTBEHHO MEHBIIIEH TOKCUYHOCTBIO, YEM JIPYTHE MPOAYKTHI TpaHchopmaruu. Tak,
JUTSL KPBIC TIPY BHYTPUBEHHOM, BHYTPUOPIOITMHHOM M TiepopaibHOM BBeaeHuu JI1J1so
coctaBisieT 510423 (3 kacc omacHOCTH — YMEPEHHO OMACHOE BEIIECTBO), 750+42 u
1015+59 mr/xr, coorBeTcTBeHHO. OIHAKO, IIUTeIbHOE BBeAcHHe MTA NmpHUBOIHUT K
0ojiee BBIpAKEHHBIM CABUTAM JHUMQPO-TEMOANHAMUKH, KICTOYHOTO W OEITKOBOTO
coCTaBa KpOBU U JTUM(]BI U COCTOSTHUS KIETOYHBIX MeMOpaH, TUM(PO-TeMOTUHAMUKH,
KJIETOYHOTO U OEJIKOBOI0 COCTaBa KpoBU U TUMPHI [47].

HcuepnbiBaroliasi SKCepUMEHTANIbHAS OLIEHKa TOKCUYHOCTH MHOTOYUCIIEHHBIX
npoaykToB TpaHchopmanuu HJAMI 3aTpyaHeHa BBUAY UX OOJIBLIOr0 pa3HOOOpa3us U
BBICOKOK CTOMMOCTH COOTBETCTBYIOIIMX HccienoBaHui. CornacHo pesyJibraram
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pacyeToB METOJOM KOJUYECTBEHHAs CBA3b CTPYKTypa — aKTUBHOCTH/TOKCHYHOCTH
(Quantitative  Structure-Activity  Relationship/Quantitative  Structure-Toxicity
Relationship, QSAR/QSTR), Hauboyiee TOKCHYHBIMH CpeAd  MPOAYKTOB
tpanchopmarmu HJIMI  sBusroTcst coeaMHEHUs, COAepX allue THUIPA3HHOBYIO
TPYIIITy, TakKue KaKk N-HUTPO30IMMETUIIAMUH, TUMETUITHAPA30OHBI (opMaIbaeTHIa U
aneraimpaeruga, a takxe 1,1°,4,4°-tetpamerun-2-rerpazen (TMT) [43,48].
ToOKCUKOIOTHYECKHE CBOMCTBA HEKOTOPBIX MPOAYKTOB Tpancpopmauuun HIAMI
npejacTaBieHbl B Ta0nuie Al.

C uenbio obecrneueHus SKOJOTUYECKOM 0e30MacHOCTH MPHU OCYIIECTBICHHUH
pPaKeTHO-KOCMUYECKOM AesTeapHoCTH B Poccuiickoit deaeparnuu u Kazaxcrane Obuin
yctanoBiensl [1JIK mis HIAMI u ero ocHOBHBIX MPOAYKTOB TpaHCHOPMAIIUU B TIOYBE,
BoJIe U aTMOoc(hepHOM Bo3ayxe (Tabmuisl 1 u 2) [41,49-52].

Tabnuua 1 — Ycranosnennsie B Poccuiickoit @enepaunu [TIK HIAMI 1 HekoTOpbIX
MPOJYKTOB €ro TpaHc(hopMamuu B IPUPOJIHBIX 00beKTax [49—52]

TJIK B [1JIK B atmochepHOM I1JIK B BOzE,
BO3/IyX€, MI/M> MI/MII HJK B
Knacc BO3/yX€ AYXE,
CocnuHeHHE o IOYBe,
OIIaCHOCTH paboueit
5 | Makcumaib- | cpeane- | Xo3.- Pr16. MI/KT
30HBI, MI'/M
HO-pa3oBasi | CyTOuHas | OBIT. Xo3.
I I 0,1 0,001 0,001 0,01 0,003 -
MIl I 0,1 0,001 0,001 - - -
HAMI' I 0,1 0,001 0,001 0,02 | 0,0005 0,1
T™MT I 3,0 0,005 0,005 0,1 - -
HIMA I 0,01 - 0,0001 0,01 - -
[Tpumeuanue: I' — ruapazun, MI' — metunrunpasun, HIAMA — N-autpozogumermiamud, HIAMI
— HECUMMETpHUYHBIN nuMetmnruapasus, [TJIK — npenensHo-gonyctumbie koHneHTpanuu, TMT —
1,1°,4,4’-TreTpamMeTni-2-T€Tpas3eH.

Tabmuua 2 — Ycranosnennsie B Kazaxcrane [1/IK HIMI 1 HEeKOTOpBIX MPOAYKTOB

ero TpancopManuu B MpUPOIHBIX 00beKTax [41]

TJIK B [T1IK B atMmochepHOM
Bo3yxe | BOMAYXE HaCCJ'Ie?HBIX MECT, | 171K g | TTJIK B
Coenunenue | CAS No. | @opmyna | paboueii MI/M BOJIE, | MOYBE,
30HBI, | MAKCHMAIBHO- | CpegHe- | MI/IM’ | MI/KT
Mr/m’ pasoBas CyTOYHas
1 2 3 4 5 6 7 8
r 302-02-2 HoN> 0,1 0,001 0,001 0,01 0,05
HAMI 57-14-7 | C:HsN2 0,1 0,001 0,001 0,02 0,1
62-75-9 | C2HsON2 0,01 - 0,0001 0,01
HIMA 0,00005* 0,01
T™MT 6130-87-6| CsHi2Na 3,0 0,005 0,005 0,10 0,1
JIAMA 124-40-3 | C2HeN 1,0 0,005 0,0025 0,10 0,2
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[Tponomxkenue TabauIIbI 2

1 2 3 4 5 6 7 8
JIM®DA 68-12-2 | CsH7NO - 0,03* - - 1,0
MTA 6086-21-1| C3HsN3 - - - - 10,0
TMA 75-50-3 CsHoN - - - - 1,0
MI 60-34-4 |CH3NHNH:2 0,05

[Ipumeuanue: I — ruapazun, [IMA — aumerwnamus, [IM®A — N, N-numerundopmamun, MI™ —
metunruapazud, MTA — 1-metun-1H-1,2,4-tpuazon, HIMA — N-uutpozonumerunamun, HJIMI —
HECUMMETpUYHBIM nuMetniaruapasul, [IJIK — npenensHo-nonycruMele kKoHneHTpanuu, TMA —
tpumetunamu, TMT — 1,1°,4,4’-tetpametui-2-terpazed, CAS No. — perucTpalnroHHbI HOMEpP
xumuyeckoro coeauHenus (CAS registry number).

* TIAK 3arps3HsOmUX BEHIECTB B aTMOC(EPHOM BO3JyXe TOPOJCKHX W CEIbCKHX HACEICHHBIX
MyHKTOB.

1.3 Meroasl pemeauanuu mo4s, 3arpsasHeHnsix HIAMI' u npoaykramu
ero Tpancpopmaumuu

B nouBe mniporeccsl MacconepeHoca 3arpsAa3HUTENICH Ype3BbIYalHO 3aMEIJICHHBI,
IIOATOMY 3arpsA3HECHHE PAKETHBIM TOIUIMBOM HMMEET JIOKalIbHBbIN Xapakrtep [32,53].
OpmHako, B 3aBUCUMOCTH OT MOTOJHBIX YCJIOBHU MPOAYKTHI TpaHCHOpMAIUd MOTYT
UMETh BBICOKHI MUTPAIIMOHHBIN noTeHIual. [lonspHbie mpoIyKThl TpaHchopMalui,
oOnagaronue OOJIBIIUM CPOJCTBOM K BOJI€, MPU TOBBIIMICEHHON BJIA)KHOCTH MOTYT
MIPOHUKATH BIIIyOb TOYBEHHOT'O TOPU30HTA 110 1,5-2 M, TOCTUTast TPYHTOBBIX BOJ [54].
Jlerkonmeryune TPOAYKTHI TpaHCchOpMaIMK, UMEIONME HU3KYI0 TEeMIEpaTrypy
KUIICHHSI, MOTYT MUTPHUPOBATh B aTMOC(EPHBIN BO3yX U3 BEPXHUX CJIOEB MOYB MO
BO3JEHUCTBHUEM BETPA U COJIHEYHOTO TEIUIA.

K nHanbonee pacnpocTpaHeHHBIM METOJIaM PEMEIUAIMK TOYB, 3arpsS3HEHHBIX
HJAMI', otHOCATCS TepMHUYECKHE, (U3UKO-XUMHUYECKHE M XUMUYECKHE METOABI [55].
OpnHako, TakMe METO/bI, KaK MPaBUJI0, HE 00ECeYNBaIOT JEKOHTAMUHALIMIO HanboJiee
croiikux npoaykroB Tpanchopmauuu HJIMI. Kpome Toro, ux mpumMeHEHHE MOXKET
MPUBOJAUTL K TIOTEpE IUIOAOPOAUsS MOouYB. buonorudeckue MeETOIbl, WU
ouopemeaualusi, OCHOBaHbl Ha CIIOCOOHOCTH MHUKPOOPraHM3MOB pa3iararb
OpraHUYeCKHEe 3arpsi3HUTENTU. DTOT METOJ SBISIETCS HanbOosee MEePCIEeKTHUBHBIM C
HKOJIOTMYECKON TOYKH 3PEHUS, TaK KaK MO3BOJISIET CHU3UTh YPOBEHb 3arpsi3HEHUS in
Situ ¥ BOCCTAHABJIMBATH IUI0JIOpoaKMe TOUBHI [56]. OnHako, OuopeMeauamnus MOKET
OBITH JUIUTETHLHBIM MPOIECCOM, OCOOCHHO ISl TPYIHOPA3IaraéMblX COCTMHEHUN.

1.4 Umewmuecss Metoauku omnpeaejedus HIAMIT m npoaykToB ero
TpaHcpopMauu B II0YBE U Boje

WNnentudukanus u onpenenenne HIAMI u nmpoaykToB ero tpanchopmaiuu B
00BEKTaX OKPYXAIOLIEH Cpe/bl PEACTABIIIET COOOM aKTyalIbHYIO 33a/1a4y B KOHTEKCTE
OLICHKH DKOJIOTMYECKUX IIOCJIEACTBUM  PAKETHO-KOCMUYECKOU  JEATCIBHOCTH.
Meronuku aHanu3a B JKOJIOTHUYECKHUX HCCIIEIOBAHUAX ITO3BOJSAIOT KOJIUYECTBEHHO
XapaKTepU30BaTh YPOBEHb 3arpsA3HCHUS PA3JIWYHBIX KOMIIOHEHTOB OKpPYKAIOLIEH
cpenbl (MOYBBI, BOJBI, BO3/yXa) U OLIEHUBATh CBSI3AHHBIE C 3TUM SKOJOTUYECKUE
PUCKH, HAECHTU(UUIUPOBATh HCTOYHUKU 3arpsi3HEHUS U U3ydaTb MEXaHU3MBI
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MUTpalUU 3arps3HSIOMINX BELIECTB B OKPYKAlOLIEH Cpelie, UCCIEN0BATh MPOLIECCHI
TpaHchOpMalMi XMMHUYECKHX BEIIECTB TOJI BO3JIECWCTBHEM PAa3IMYHBIX (PAKTOPOB
Cpenbl 1 OMOTUIECKUX KOMIIOHEHTOB PKOCHUCTEM, a TAK)KE OIEHUBATh () PEKTUBHOCTH
TEXHOJIOTUM OYUCTKA WM JETOKCUKALUM 3arpA3HEHHbIX Tepputopuid. [Ipum sTom
MOJIYYEHHBIE B X0JI€ AKOJOTHUECKUX UCCIEAOBAHUN JaHHBIE SIBJISIFOTCS OCHOBOM JJis
pa3paboTKu W peanu3aluyd Mep MO0 MUHUMHU3ALUMU HEraTUBHOTO aHTPOIOIE€HHOrO
BO3JEUCTBUS

D@ eKkTUBHBIN SKOJOTUYECKU MOHUTOPHHI TpeOyeT MPUMEHEHUsI METOIMK,
00JaarouMX BHICOKOM 4yBCTBUTEIBHOCTHIO, MPABUIIBHOCTBIO U CKOPOCThI0. OHAKO,
BBICOKasi peakiuoHHass crnocoOHocTh HJIMIT um ero HeKoTOphIX MPOAYKTOB
TpaHchOpMaIIMKM CYIIECTBEHHO YCJIOXKHSET MPOLIECC UX OMpeAesieHus B 00beKTax
OKpy>Karollen cpeabl. Boga v mo4yBa sBISIOTCS OCHOBHBIMU CPEIAMHU, TIE MPOUCXOAUT
Hakorienue HJIMIT u ero mpomykroB Tpanchopmaimu mocie Bbiopoco. HJIMI
JIETKO pacTBOpsiETCS B BOjE (pacTBOpUMOCTh B Bojae 1 r/mut mpu 25°C, necaTUYHBIN
jorapud™M KOHCTAHTHI paclpeeieHuss Mexay oktanojaoM u BojaoH (logKew) = -0,40),
a Takke copOupyercs NMOYBOW (IAECSATHUYHBIN JIOrapu(M KOHCTAHThI pacipeneieHus
MeXay opraHuyeckum yriaepoaoM U Bojoi (logKe) = 4,574 n/kr). Oanako, kak
onucano B pazzaene 1.2, HIMI' saBnsiercss CMIBHBIM BOCCTAHOBHUTEIEM M AKTHUBHO
BCTYIIAa€T B PEAKIMI0 C OKUCIUTEISIMU, O0pa3ys IMIHUPOKUM KpPyr MPOIYKTOB
TpaHchopMalMK, HEKOTOpPbIE U3 KOTOPBIX Oojiee omacHbl AJis 4esoBeka. B gaHHOM
paszene npeAcTaBiIeHbl UMeroImecs noaxoasl K onpeaenenuo HJAMI u npoaykros
ero TpaHchopmaliu B BOJIE U MOYBE, B KOTOPBIX MPOUCXOAUT OCHOBHOE HAKOILICHHE
3arpsA3HUTEIICH.

1.4.1 Axganus BOIbI

CranpaptHas meroauka onpeaenenuss HIMI' B mouse u Boje ocHoBaHa Ha ['X-
MC ¢ npenBapuTelIbHOM JepHBaTH3aIMel p-HUTpoOeH3anpaeruaoM [57]. Ilpenmen
oonapyxeauss HJIMI' B Bome m mouBe cocraBimsger 0,2 Mkr/m m 0,2 MKI/KT,
COOTBETCTBEHHO.

B pa6ore [58] mpemyioxen 3kcnpeccHbiid criocod onpeaenenus HIMI B Boze,
OCHOBaHHBIA Ha TBepAodazHOW MHUKpo3KcTpakuuu (TOMD) c¢ npenBapuTenbHOM
nepuBaTu3anuei aneroHom. TOMD oOpa3zyromierocst B pe3yibTare JepUBATU3ALMU
JTUMETUITHIpa30Ha aneToHa IPOBOJIAITN BOJIOKHOM Ha OCHOBE
NOJIMIUMETUJICUIIOKCAaHa M3 Ta30BOM (a3bl Haj o0pa3loM B TEYEHHE 2 MHUH C
nocieayomum ananu3oMm Ha ['X-MC. Ilpenen obnapyxenuss HIMI' cocraun 0,02
MT/J1.

Hns onpenenenus 1,1°,4,4’-rerpametuni-2-terpaseHa B Bojie [59] u nmouse [60]
PEKOMEHIOBaHbl CTAaHJIAPTHBIE METOAMKMA HAa OCHOBE HMOHHON XpomaTtorpaguu c
aMIEPOMETPUYECKUM JIeTeKTHpoBaHueM. HeoOxonumas mpoOOMOAroTOBKA st
aHaJIM3a MOYBbI OCHOBaHA Ha MIeiouHor oTroHke TMT ¢ mapom. [[ist ananmu3a BoOabI
CIIOXHasi TMPOOOMOATOTOBKA HE TpedyeTcs, MTOCTAaTOYHO (UIBTPOBAHUE TMPOOHI.
JleTeKTUpOBaHUE BBINOJIHAETCS Ha YIJIEPOJHOM BJEKTPOAE MPU MOCTOSHHOM
noreruuaine 1,3 B. Ilpenen oonapyxenus TMT mist o6pasuoB nous cocrasiser 0,125
MI/KT, a JUisl BOAHBIX 00pa3iioB — 0,05 mr/i.

CranpgaptHas metoauka omnpenencuuss HIMA B Bome [61], pekomenayemas
areHTCTBOM IO OxpaHe okpyxaromieit cpenslt CIHIA, ocHoBaHa Ha TBepaoGa3HOU
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AKCTPAKUUU C MOCIEAYIOUIMM SIIOHUPOBAHUEM, KOHLICHTPUPOBAHUEM U AHAJIU30M C
ucroiab3oBanueM ['X ¢ BO3MOXXHOCTBIO BBOjJa OOJIBIIMX OOBEMOB oOOpa3ia u
JabHEUIITNM TaHAEMHBIM Macc-CleKTpoMeTpudeckuM nerekruposanneM (MC/MC) B
peKUME XUMUYECKOU HOHU3ALIMU C 00pa30BAHUEM OTPULIATEIBLHO 3aPSAKEHHBIX HOHOB.
[Tpenen oOHapykeHHs TaHHONH METOIUKHU COCTABIISICT | HI/IL.

Meronuka npsimoro onpenenenusa HIMA B Boze [62], ocHoBanHas Ha BOXKX
C JaJbHEUIINM (POTOMETPUUECKUM JETEKTUPOBAaHUEM B YJIbTpaduoJIeTOBOM 00J1acTH
(YOI) npu nuue BosiHbl 240 HM, obecrnieunBaeT mpejaes oOHapyxeHus B Boae 10
MKT/J1.

B pabGore [63] mpencraBmena Meromauka ompeaeneHus HIIMA B Boge,
ocHoBaHHass Ha otroHe HJIMA ¢ mapoM ¢ Tocieayromed 3KCTpakiuen
JUXJIOPMETAHOM M KOHIIEHTPUPOBAaHMEM B TOKE a30Ta. llomydeHHbIE SKCTPaKTHI
anaymsupoBasid Ha ['X-MC. JlocTUTHYTHIN pa3paboTuukamMu Tpenesa oOHaApYKEeHUs
HIAMA cocrtaBun 2 Mkr/m. Metoauka oOecrieunBaeT 3(PGEKTHBHOCTh IKCTPAKIIHH
HIAMA wu3 o6pa3noB Boasl Ha ypoBHEe 84-94%. Ilpum wucmonb3oBaHMM HaHHOU
METOAUKH B pabore [64] B 00pa3ymollyrocss CMECh AUXJIOPMETaH-TUCTUIIISAT
nononHuTenbHO BHocuau NaCl u H>SOs nns  noBeienus 3@QQeKTHBHOCTH
AKCTPAKIUU U MPABUILHOCTH OMPEICIICHHUS.

HcnonszoBanne TOMDI-I'X-MC ¢ xuMmudeckoi noHuzaiuen ¢ 0opazoBaHruemM
OTpHULIATEIBHO 3apsKEHHBIX MOJIEKYJT oOecrieunBaet npenen oonapyxenus HJIIMA nHa
ypoBHe 30 Hr/m [65]. i TOBBIIIEHUS CEJIEKTUBHOCTH M YYBCTBUTEIHHOCTHU
onpenencanss HIMA B BoaHBIX 00pasliax ¢ BBICOKOH MaTpuileii B pabore [66]
npeanioxkeHo ucnoias3oBath MC/MC ¢ XUMHUYECKON HOHU3AIMEeH METaHOJIOM C
00pa3oBaHUEM TMOJOKUTEIBHO 3apsDKEHHBIX MOJEeKyd. JlocTUrHyThlid mipexaen
obnapyxenust HIIMA cocrtaBwi 5 HI/m.

Pa3paboranHblii 1OAXO0JM Ha OCHOBE paboThl [65] oONTHMHU3HpPOBAH IS
onpenenennst HIIMA B Boje, a Tak:ke B BOJHBIX SKCTPAKTAX U3 TIOYBBI, 3arPSI3HEHHBIX
OCTaTOYHBIM PAKETHBIM TOIUIMBOM Ha ocHoBe HJMI' [67]. Ins MuHUMH3aLUU
BO3MOJKHBIX MOTEPh aHAJTUTOB U XUMUUYECKUX B3aUMOACHUCTBUM MEXAY MPOAYKTAMU
TpaHchopmanuu B uHkekrope ['X remnepartypa necopounn Obi1a carkena 10 200°C.
TOMD npoBoANIIA TOKPHITUEM HA OCHOBE MOJIMIMMETUIICUIIOKCaHa/ IMBUHUIIOCH30J1a
npu 30°C B reuenue 10 MuH.

Bakyymuas TOMD (Bak-TOMD) ¢ ucnonb3oBanuem kinananoB Mininert u I'X-
MC no3Bosiriia onpeneuTh 8 OCHOBHBIX MPOyKTOB TpaHchopmanuu HJIMI B Boze
(mupasuH, 1-metwi-/H-nupasuH, 1-metwi-/H-nupazon, HIMA, IM®A, MTA, 1-
Metunumuaazon, /H-nupazon) [68]. Bak-TOMD npoBogmim MOKPHITUEM 85 MKM
Kap6oxkcen/momunumeruncunokcan (Kap/I[IIMC) u3 ra3oBoit ¢da3sl Hax oOpas3iiom
npu 30°C B Teuenne 30 muH. Habmromaemas crerneHb U3BICUYCHHS BaphbUPOBAJIACH B
muanasone 74-109%, a npenensr ooHapyx)eHust coctasuiau 0,5-100 Hr/m.

Meroauka, ocHoBanHasi Ha BOXKX ¢ nuogHO-MaTpUYHBIM JI€TEKTUPOBAHUEM
(BOXX-AMM) npemnoxena nust npsmoro onpenenenuss HIMA, MTA, ®JIMI" u
JAMI'®A B BogubIx 00pa3uax [26]. [Ipenen oOHapyKeHUs BapbUPOBAJICS B TUAMA30HE
0,1-0,5 Mr/n, a Bpemsi XxpoMarorpauueckoro aHajau3a COCTaBJISUIO BCETO 2,5 MUH.
JlanHast MeToAMKa ObUIa YCHEIIHO MPUMEHEH JJis aHaliu3a BOJHBIX SKCTPAKTOB U3
MTOYBHI.
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B paGote [69] mis ananm3a BOABI C MECTa MPOJWBAa PAKETHOTO TOIUIMBA Ha
ocHoBe HJ/IMI' wncnonp30BanyM 3KCTPAKUUIO ALETOHUTPWIOM C ITOCIEAYIOIIUM
ananu3zom meroaoMm ['X-MC/MC. B o6pasen Boabl BHOcHH u30bIToK NaCl, a 3atem
allETOHUTPUJI, B COOTHOIIEHUM OPraHUYECKOro pacTtBoputess W Boabl 2:1.
YcraHoBneHHas CTeNeHb M3BIEYCHHs] MPOAYKTOB TpaHchopmanmu HAMI (OMI,
JAMI'®A, numermnruapazona anetranpaeruna (JAMI'AA), HIMA, MTA, TMT,
JAM®A, JIMI'®A) cocraBuna 6osnee 60%. 3asBlIeHHBIC MpeAEsbl OOHAPYKEHUS 8§
npoaykToB TpaHncpopmauuu HJIMI' B skcTpakTax COCTaBISIIOT MeHee | MKI/J.
ABTOpBl OTMeualT, 4yTo Meroauka Ha ocHoBe ['X-MC/MC OTKpbIBaeT HOBBIE
BO3MOXKHOCTH [UJIl  CJIEIOBOTO  aHAJIW3a 3arpsi3HUTENE MpH  MNPOBEICHUU
HKOJIOTUYECKOTO MOHUTOPHUHTA.

1.4.2 Ananu3 noyBbl

Jns onpenenenusi cymmapHaor konnentpanuu HIMIT Cmonenkos A.Jl. u ap.
[70] ormeTwnm, YTO HEOOXOAMMO TIEPEBECTH BCE AaKTUBHBIE IPOIYKTHI
Tpanchopmanmu B ucxoaubii HIIMI', u yctanoBunm, uro Haubosee 3P heKTUBHBIN
NEPEBOJI OCYIIECTBIIAECTCS MNPU IMIEIOYHOM AUCTWLIAUMU. OJHAKO, MpeasiaracMble
YCJIOBUSI MOTYT MPUBECTHU K PA3TUYHBIM (PU3UKO-XUMUUYECKUM MPOIECCaAM.

ArttecroBanHas Meroauka omnpenencauss HJIMA B nmouBe [71] ocHOBaHa Ha
menoyHom otrone HJAMA ¢ mapom u panpHedmmMm aHain3oM Ha BOXKX-YO/I.
[Ipenen oOHapykeHHS MpH YCIOBUU BBOJA MNpoObl o0beMoM 100 MK B mouBe
cocrasisieT 0,02 mr/kr. [IpaBUIIBHOCTD PE3yJIbTATOB, OJYUYEHHBIX C UCIIOIb30BAHUEM
naHHou Metonuku onpeneneHuss HIIMA B mouse, ocTaeTcsl 1MoJ BOIPOCOM, TaK KaK
Mo3Xe OBUIO YCTAHOBJIEHO, YTO MIEJIOYHOM OTTOH COIMPOBOXKIAETCA MHO>KECTBOM
XUMHUYECKUX PEeaKIMil, IPUBOIAIINX K Uype3MepHoMy oOpazoBanuio HIIMI', a takxe,
BeposaTHo, HIIMA [29].

Ha cerogHsamHui A€Hb CyHIECTBYET MHOXECTBO MOAXOJOB K OIPEICIICHUIO
MTA, ocHoBHOoro wmapkepa 3arpssHenus HJIMI, B mouBax. Hawubonee
pacnpocTpaHeHHBIE  CIIOCOOBI  OCHOBAaHBI HAa Ta30BOM WM  KHUJKOCTHOM
xpomaTorpaduu ¢ pa3IMYHbIMU BapUAHTAMH JI€TCKTUPOBAHMUSL.

Hns ompenenenuss MTA B mouBe ¢ wucnosib3oBanueM ['X HeoOXoauMo
IpeABapUTEIBLHOE FIKCTPArHPOBaHNE OPTAHUYECKUM PACTBOPUTEIEM JTMOO SKCTPAKIUS
MOJINMEPHBIM TOKPBITUEM U3 Ta30BOM (a3bl Haj oOpa3ioM. CylIeCTBYIOT pa3iudHble
MOAXOJbI JUIS OKCTParupoBaHUs PACTBOPUTENIEM: TMOJSAPHBIM OPraHUYECKUM
pactBoputeneM B amnmapare Coxcnera [72,73] wau npu BO3AEUCTBUU YJIbTpa3ByKa
[28], yckopeHHass OSKCTpakuus aneTOHUTpUiIoM [74] wiu JHOO0BIM JOCTYITHBIM
OpraHUYEeCKUM PaCTBOPHUTENIEM BCTpAXHMBaHUEM B Buanax [75]. [Ipu HeoOxomumocTu
MOJIYYEHHBIN 3KCTPAKT OUMILAIOT U KOHLUEHTpUPYIOT. MeToauka Ha ocHoBe TOMD
TaK)Ke€ MOKET OBbITh MCIOJIb30BaHa Jiyisi onpeaenenus MTA B mouBax npu ycioBHUH
UCIIOIB30BaHUsl METOJIa H30TOMHOrO pa3z0aBiieHHUs] JISI KOHTPOJS MaTPUYHOTO
abdexra [76]. Taxke moctymHbl MeToaukum Ha ocHOBe KX, TpeOyromue
MpeABAPUTEIBHYIO SKCTPAKIIUIO BOJIOM [77], BOJHBIM pacTBOPOM aMMHaka [ 78], mubo
KUCJIOTHBIM pacTBOpoMm [79].

ABTOpamMu paboThl [73] mpencTaBieH COco0 OJHOBPEMEHHOIO OMPEACIICHUS
O JIMI"' u MTA B nnouse, ocHoBanHbIM Ha ['X-MC u skctpakunu B annapare Cokciera.
ABTOpBI pabOThl YJETWUIM TPUCTATLHOE BHUMAHHE TIPOIECCY MPUTOTOBIICHUS
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CepTU(PUIIMPOBAHHBIX CTAHAAPTHBIX 00pA3IOB — MOYB, C U3BECTHOW KOHIICHTpPAIIUEH
AQHAJIUTOB, a TaKkKe W3YYeHUI0 dS(PPEKTUBHOCTEH HKCTPAKIMKU PA3TUIHBIMU
pacTBoputensiMu. B pabore mnokazaHo, 4Yro Hamboiee 3SPPEKTUBHBIA METON
MPUTOTOBJIICHUS CEPTUPUIMPOBAHHBIX CTAHJIAPTHBIX 00PA3IOB — 3arPsI3HEHUE MTOYBbI
pactBopamu MTA u ®OJMI’ B muxjmopmeraHe € MNOCIEAYIOIIMM YyHapUBaHUEM
pactBoputens. Haubonee addextuBnas aacopbuuss MTA modBoil mMpOUCXOIUT U3
pactBopa MTA B jauxsopmeTaHe, Torja Kak TMpH HUCIOJIb30BaHUU JIPYyTHUX
pacTtBoputeneld (BOABI WM METaHOJIA) HAOMIOMAIUCh TOTEPU aHAIUTA TMIpHU
yHapuBaHUU, BEPOSITHO, 3a CUET OOJBIIETO CPOJCTBA K PACTBOPUTENIO U OJIU3KOM
temriepaTypbl  kuneHus. Haubonee  »ddexTuBHBIM  pacTBOpUTENEeM IS
yIbTpa3BykoBoM 3kcTpakiuu MTA u @JIMI’, ycTaHOBJIICHHBIM aBTOpPaMH, SIBIISIETCA
METaHOJI, 00eCTIeUnBaIONIUI CTENEHb U3BJICUYCHHS Ha ypoBHE 58-72% B 3aBUCUMOCTH
oT Tuna noyskl. [Ipu skctpakuuu MTA u3 nouBsl maccoit (m = 2 r) metanosiom (V =
80 mn) B anmapare CokciieTa B Te4eHUE § 4 C MOCIEAYIOIINM KOHIIEHTPUPOBAHUEM
yIapuBaHUEM CTEIECHb U3BJICUCHUS aHanuTa coctaBmia 95-105%. Pabounii nnanazon
KOHLEHTpauil METOIMKN HaxoauTcs B pamkax 0,05-50 mr/kr.

B paborte [75] npenioxkeHo npoBOaUTh IKCTpakiuio MTA u3 nouBbl AByMS 5-
MJI MOPUUSAMHU JHOOOr0 JOCTYMHOTO MOJSPHOIO OPraHWYecKOro pPacTBOPUTENS
BCTpsixuBaHueM B TeueHue 30 muH. KonmyecTBEHHOro ompeaeneHre OCHOBAaHO Ha
IPUMEHEHUU METO/]a U30TOITHOTO pa30aBIIeHUs], B KaUECTBE BHYTPEHHETO CTaHJapTa B
KOTOpOM BbICTynan l-tpuneitepomerun-/H-1,2.4-tpuazon (MTA-d3). I'maBHbIM
MPEUMYIIECTBOM METO/Ia M30TOMHOr0 pa30aBlICHUs SBISETCS BBICOKAs TOYHOCTD
ompeereHus] TP MUHUMAJIbHBIX BPEMEHHBIX 3aTparax, Tak Kak METOJl He TpeOyeT
MOCTPOEHUS KAIMOPOBOYHBIX MPSMBIX. 3asBIEHHBIN npenen ooHapysxkenus MTA npu
sKcTpakuuu aretoHoM U ananuse Ha ['X-MC coctaBun 2 mr/kr. JlaHHasi MeToauka
npeaHa3HavYeHa Jijisl SKcrpeccHoro onpeaenennss MTA B mouBax Ha ypoBHE, OJTM3KOM
k [TJIK.

B pabore [76] paspaboran cnocod omnpeneneHus MTA B mouyBax c
ucroJib3oBaHueM mnapodasHoil TBepaodazHoil Mukposkctpakuuu u  ['X-MC.
ABTOpaMHM yCTAaHOBJIEHO, YTO /IS JOCTHKEHUS HauOOJbIIEH MNPaBUILHOCTU
HEOOXOMMO YpaBHOBEIIMBATH MpoOy TMOCHE€ BBEACHUS H30TOMHO-MEYEHHOTO
BHyTpeHHero ctanaapra (MTA-d3) npu temneparype 60-80°C B Teuenue 5-10 u.
JlocTUTHYTBIA TIpefienl OOHapy>XeHHUsT TIPU HCIOJB30BAHUU TIOKPBHITUS 85 MKM
Kap/IIIIMC B teuenne 15 mun nipu 80°C ¢ mocneayomum aHaau3oM Metojaom ['X-
MC coctaBui 0,5 mr/kr. Habmromaemast cTerieHb U3BJICUEHUS HAXOAUTCS B JHAIMIa30HE
91-121%. Mertoauka sIBAsieTCS MPOCTOM, HEOPOTOM, JIETKO aBTOMAaTU3UPYEMON H
HKOJIOTUYHOM, TaK KaK HE TpeOyeT MPUMEHEHHS] OPraHNYEeCKOTO paCTBOPUTEIS.

MeTonukn Ha OCHOBE KHUAKOCTHOM Xpomartorpaguu Hamboiiee MPOCTHl B
WCIIOJIb30BAHUY JIJISI aHAIM3a BOJHBIX OOPA3I[OB, HO TaKXKe TMOIXOIAT JJI aHaIu3a
MOYB C UCIOJIb30BaHUEM MTPEABAPUTEIBLHOM SKCTPAKIIMU BOIOM [77], c1aboIIeIOYHbIM
BOJIHBIM pacTBOpoM [78] unu pactBopoM Kuciotsl [79]. IIpu ucnonszoBanuun BOXKX
JUISL JOCTHOKEHUS IPUEMIIEMON CENTIEKTUBHOCTU U YyBCTBUTEILHOCTH TPEOYETCsl Macc-
CIIEKTPOMETPUUECKUIN JIETEKTOP.

B paGore [78] mnpencraBieHa METOAWKA, OCHOBaHHAasi Ha HWOHHOU
xpomaTorpadpuu C MaccC-CIEKTPOMETPUUYECKUM JETeKTUPOBAHUEM TUISt
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oaHoBpeMeHHoro onpeneneHus MTA, ®JIMI', nuMmeTunryanuinHa U TMMETHIaMUHA.
OnNTUMHU3UPOBAHHYIO AKCTPAKIMIO MPOBOJWINA C HCIOJb30BAHUEM MeTaHojda (i
®JIMI') u cnaboI1esIoYHOTO BOJAHOTO pacTBopa (sl Apyrux aHaauToB). Paznenenue
BBITIOJTHSJIM Ha KatnoHooOMeHHOW komoHke Nucleosil 5 SA (150 x 2 mwm). s
MOCJEAYIOIIETO  MAacCC-CIIEKTPOMETPUYECKOIO  JETEKTUPOBAHUS  UCIOJIb30BaJIH
XUMUYECKYI0 HOHU3AIUIO MPU aTMOC(EPHOM JIaBJIICHUH, PETUCTPUPYS MOJIOKUTEITHLHO
3apsOKCHHBIE  MOJIEKYJIIpHbIE HMOHBL.  [Ipefensl KOJWYECTBEHHOTO OIpeeieHuUs
coctawiu 10, 50, 50 u 250 mkr/n gus OAMI, MTA, numeTunryaHuauHa |
JTUMETUJIaMUHA, COOTBETCTBEHHO.

B pabore [79] onmncana metonuka onpenenenus HJAMI u ero nsatTu 0OCHOBHBIX
npoaykToB TpaHcopmaruu (HIMA, metwiruapasud, MTA, TMT, JIM®DA wu
JTUMETUITYaHUIMH) METOJIOM BBICOKOA(h()EKTUBHOMN KUIKOCTHON XpomaTtorpaduu ¢
TaHJEMHBIM Macc-crekTpoMeTpuueckuMm jaerektupoBanrem (BOXX-MC/MC) c
MOHM3AIMEH DJIEKTPOPACIIBUICHHEM C OOpa30BaHMEM TIOJOKHUTEIbHBIX HOHOB C
MOCJEAYIOIIUM MOHUTOPUHIOM HMX MHOXKECTBEHHBIX pEAKUUNA. IKCTPAKIHUIO
nposoguin 0,1 M pactBopom HCl B Tedenuwe 1 cyToKk mOpH NEPUOIUYECKOM
nepeMeiniBanuu 6e3 HarpeBa [30]. Pazmenenue mpoBojauiu Ha KojioHke Nucleosil
100-5 SA pazmepom 125 x 4,6 MM 1 pa3MepOM YacTHUIl 5 MKM ¢ yJiepxuBaroien ¢azoit
Ha OCHOBE KATHOHHOW TpYyMIbl CyIb()OHOBOW KHUCIOTHL. JIOCTUTHYTBIC Mpeaesbl
obnapyxxenust HIAMI', metunruapasuna u HJIMA Haxoxstcs B auanazone 11-18
MKT/11 (B akcTpakte), MTA, TMT, AIM®A u nuMmetwiryanuanaa — B quamna3one 0,04-
2 MKT/J (B DKCTpPAKTE).

B paGore [74] npencraBieH MoaXo0A, OCHOBAHHBIN HA YCKOPEHHOU SKCTPAKIIUU
allETOHUTPUIIOM C TIOCIIEAYIOUIMM aHaIM30M SKCTpakToB MetogoMm ['X-MC/MC B
peKUME MOHUTOPHHIa MHOXKECTBEHHBIX peakuuil. MeTon mo3BoiigeT 3¢pGHEeKTUBHO
IKCTparupoBaTh NPOAyKTH TpaHchopmarmmu HJIMI naxe u3 mous, oOiamaroniux
CHJIBHBIMH COPOUPYIOIMMHU CBOMCTBAMU 32 KOPOTKHM TPOMEKYTOK BpeMeHH (30 MuH)
U pacxoys HeOosbimue o0beMbl dkcTpareHTa (10 mur). ABTOpaMu yCTaHOBIIEHO, YTO
BHECEHUE B 0Opaszell u30bITKa TUAPOKCHAA Oapus MO3BOJISIET JOCTUYb BBICOKOM
CTENEeHb JKCTPAKIMU TMPOAYKTOB TpaHchopmaiuu. J[OCTUTHYTBIE Mpenesbl
obnapyxenuss HIMA, ®JMI, IMI'AA, TMT, IM®A u MTA HaxoxasTcs B
nuariazoHe 2-6 MKI/KT, TUMETHITHIPA30oHOB 2-pypanpaeruga u popManbaeruia — Ha
ypoBHE 15 MKI/KT.

B pa6ote [33] npumeneHa Tepmudeckas qecopoius B coueranuu ¢ ' X-MC/MC
Uit ompeziesieHust 15 azoTcoaepxammx MpoaykToB TpaHchopmamuun HJIMI B
CYTJIMHUCTOM moyBe. /{151 MakcuManbHOM 3 HEKTUBHOCTH U3BJICUCHUSI UCTIOIh30BaHA
no0aBka THUAPOXJOPUAA W TUIPOKCHUAA HATPUS M ONTUMHU3UPOBAHHBIC YCIOBHUS
tepmonecopouuu (200°C u 30 mun). JocturHyTtsl npenensl ooHapyxkenus 0,2-15
MKT/KT, a HaOmoaeMasi CTENeHb W3BJICUCHUS MPH HMCIOJIb30BAHUHA KAJIMOPOBKHU TIO
MaTpHUlle ¥ U30TOMHO-MEUEHHOT0 BHYTPEHHEr0 CTaHjapTa (MUpUIUH-dJ) cocTaBuia
80-100%.

Kaxyn6ekoBoii A. u 1p. [80] pazpaboTana MeTOIMKa ONPEIETCHUS 5 OCHOBHBIX
aetyunx npoayktoB TpaHchopmauuu HJIMI' B mecke metonom Bak-IITOMOI-T'X-
MC. JlocturnyTteii mpenen omnpenenenus coctaBun 0,12-12 wmkr/kr. BremHss
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KanmuOpoBKa 1o Marpuiie U BakyyMHas [ITOMD no3Bonmia qoctudb HAOIIOAAEMOM
CTEIeHH u3BJiieueHus B Auanazone 80-119%.

Takum 006pa3oM, Ha CETOTHSIIHUNA JACHb JOCTYHMHO OOJBIIOE KOJUYECTBO METOIHMK
onpeaenenuss HIAMI' u npoaykToB ero Tpancopmaiuu B 00pa3iax BOAbI U MOYBBI
[55] (tabmuma 3). AHaTUTHYECKHME MOAXOABl K OJHOBPEMEHHOMY OIPEICICHHUIO
HIMPOKOIO CIEKTPa aHAJUTOB CTAHOBSTCS Bce 00Jiee BOCTPEOOBAHHBIMH, MOCKOJIBKY
OHM TPUBOJAT K CHWKEHHUIO KOJIMYECTBA AHAIIM30B M CTOMMOCTH 3KOJIOTMYECKOTO
MOHUTOpUHTa. COBPEMEHHBIE METOJIUKU OJHOBPEMEHHOI'O OIPENEIEHUS OCHOBHBIX
npoayktoB Tpancpopmauuu HJMIT (> 2) oOecrneuynBaiOT HHU3KHE MpPEEibl
0OHapy>KEeHUsI, OJTHAKO TPEOYIOT CIIOKHON U JIUTEIbHOW MPOOOMOATOTOBKH [72,73],
WIH JIOTIOJIHUTENBHOTO U JIOPOTOCTOSIIET0 000PYy1I0BaHUS JIJIsl U3BJICUCHHS aHAIUTOB
[33,74].

Tabmuna 3 — Crucok umeronuxcs moaxoaos k onpeneneanio HJIMIT u ocHOBHBIX
MIPOYKTOB €r0 TpaHC(HOPMAIIUH B IIOYBE U BOJIC

Anamut(el)  |[Marpuna [TpoGomnoaroroBka Meron Hpenens: Jlut.
aHanu3a  |OOHapyKEHHS
1 2 3 4 5 6

Kucnornas OKCTpaKOus,

HJIMA [TouBa
LIEJI0YHAsl OTTOHKA

BOXX-YOI | 0,02 mr/kr [71]

HIMA Boxa - BOXX-YOJI| 0,01 mr/n | [62]

Kucnornas OKCTpaKOus,

TMT IToura NX-AM/J] 0,125 mr/xr | [59]
11eJI0YHAsl OTTOHKA

TMT Boma - NX-AM/J| 0,05 mr/m |[59,60]
MTA [TouBa DKCTpaKIus aleTOHOM I'X-MC 0,005 mr/kr | [72]
MTA Moupa | XCTPAKINL OPIaHHUECKHM '’X-MC 2 Mr/KT [75]

pacTBOpUTENIEM
MTA [TouBa [ITOMD I'X-MC 0,5 mr/kr [76]
I'mopasun, OKCTpaklys CMECBIO allETOHA U 0,005-0,016
HAMI', HIMA Mousa YKCYCHOM KHCJIOTBI [X-A®] MI/KT [81]
I'mapazunsbl, ITouga, HNon-napuas

HIIMA, TMT BoMa DKcTpakiys 0ydepom KX-AMJT 0,03-0,12 ur | [82]

Oxcrpakuusa 80 mir MeTaHona 8

OJIMI', MTA | TlouBa
y B anmapate Cokciera

I'X-MC 0,05 mr/kr [73]

DKCTpaklys METaHOJIOM

®dJIMI', MTA, | Iloura, 0,01-0,25
JMTyar, IMA | Bona (®JIMI') u caborenoYHbIM KX-MC wr/n
BOJIHBIM PacTBOPOM

[78]

Y cKopeHHas 3KCTpaKkus

Ocrosrere actBopuTteneM (30 mun 10 M
neryune [1T TMousa | P p . | IX-MC/MC | 2-15 mkr/kr | [74]
HIIMT (8) aIETOHUTPUJIIA) C T00aBKOU
Ba(OH):
HJIMT Okcrpaknus 0,1 M HCI B

ocHoBHbie [IT | IlouBa TeueHHe 24 U pu BIKX- 0,04-18 mxr/n| [79]

HJIMT (6) MEPUOANIECKOM MC/MC

NepeMenuBaHuu
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[Tpomomxkenue TadauIb! 3

1 2 3 4 5 6
Tepmuueckas necopouus npu
ASOTCOREPRAMMC | 1y o | 9000C 5 rewenne 30 mun | TX-MO/MC | 22711 33
I[IT HAMI (15) MKT/KT
Hanpsmyto B ['X
Jleryuue IIT Cratnunblit mapodasHblii H/11
HAMI Housa aHaJu3 [X-MC (CKpUHUHT) [31]
Jleryune IIT [Tousa, | [ITOMD (60 mun npu 40°C, X-MC H/7 (8]
HAMI' BOJA 85 mxm Kap/ITIMC) (CKpHUHUHT)
OCHOBHBIE JIETYUHE Bak-IITOMD (30 muH npu 0,0005-0,1
OTHAME (7) | 2% | 50°C, 85 wxm Kap/IIMC) | L X MC MK/ [68]
OcHoOBHBIE JIeTyune Bax-IITOMD (30 mun npu 0,12-12
T HAMT (5) | €% | 40°C, 85 wixm Kap/IIMC) | | X MC wirir | 90
HIMA, IM®A, [NTOMD (15 mun ipu 60°C, %
MTA [TouBa 85 Micm Kap/TLIMC) I'X-MC 1-14 mxr/kr | [83]
OcHoBHBIE JIeTyune [TOMD (60 mun npu 40°C, %
TIT HJMT (22) | 11ouBa 85 mxm Kap/IIJIMC) FX-ME/MC ” [83]
OCHOBHBIC JIETy4HE Boxa [ITOMD (50 mun ipu 60°C, I'X-MC 0,005-0,3 847
TIT HIMT (5) a 85 mxM Kap/TIZIMC) MK/

OcHoOBHBIE JIeTyune OTOMD (15 mun npu 60°C, 0,01-3 mxr/n *
TIT HAMT (13) | Bore 85 mxm Kap/IIJIMC) [X-ME/MC [84]
[Mpumeuanue: AD/]—a3otHO-pochopHsii nerekrop; AM/l —amnepomerpudeckuii nerekrop; APCI
— XuMUYeckas HoHuzauusa npu atmochepHom naBienun; BOXX — BeicokoaddexTrBHAS
XKHUIKOCTHas xpomarorpadus; Bak-IITOMD — mapodaznas TBepaodasHas MHKPOIKCTPAKIHS B
BakyyMe; ['X — razosas xpomatorpadus; JJMI'AA — aqumetunruapason aneraipiaeruna; JJMA —
mumetwiamud; [IMID'yan — mumerwiryanunud; JIMI®@A— numeturuapasoH QopMaibIeruia;
JIMI ®yp — numetmiruapas3on 2-pypansaeruna; UX — nonnas xpomarorpadus; Kap — Kapookcew;
MC — macc-cnektpomerpust; MC/MC — Tannemnas macc-criekrpometpusi; MTA — 1-metun-1H-
1,2,4-tpuazon; HAMA — N-autpozoaumerunamut; HIIMI' — HecuMMeTpUUYHbBIA AUMETUITHIPA3HH;
NAMC — momumumetmicunokcan; [ITOMD — tBepaodasHass MUKPOIKCTPAKIIUS M3 Ta30BOU (hasbl
Hajg oopaznom; TMT — 1,1°,4,4°-trerpamerun-2-terpaser; YD/ — ynbTpaduoaeTOBbIN AETEKTOD;
OJIMI - 1-hopmuin-2,2-TUMETUITHAPA3UH.

* - maHHas pabora.

1.5 CucreMa 3K0J0rH4eCKOro KOHTPOJISI MeCT NMaJeHUH OTAe/ISIIOMXCH
yacreil pakeT-HOCUTEJIeH

B pa6orte [85] Obu1a mpeasioxkeHa CUCTEMa AHATUTHYECKOT0 KOHTPOJISI 00bEKTOB
OKPYXaroUIeH Cpeabl HAa y4acTKaX pa3MBOB PaKEeTHOro TormBa Ha ocHoBe HJIMI ¢
UCIIOIb30BaHUEM Ta30Boi xpomatorpaduu. CucteMa OCHOBaHA Ha UACHTU(DUKALINU
JeTy4yux npoaykToB Tpanchopmanuu HJAMI ¢ ncnons3oBaHreM METOAMKY HA OCHOBE
[TOMDI-I'X-MC [8]. T®OMD obecnieunBaeT BHICOKYIO YyBCTBUTEIBHOCTD K JIETYUYUM
npoayKTaM TpaHcpopManuuu Onaronaps uX 3(()EKTHUBHOMY KOHIIEHTPUPOBAHUIO
nokpeiTueM Ha ocHoBe Kap/IIJIMC. CornacHo npenioxxeHHOM cxeme [85], 0Opasiibl

BO3/7yXa, IMOYBbl W BOJbl TMEPBOHAYAIBHO TECTUPYIOTCS C MCIOJIL30BAHUEM
KaQ4eCTBEHHOI0 aHajau3a moaxogoM Ha ocHoBe [ITOMD-I'X/MC. [lamee
3arps3HEHHBIC  O0Opaslbl  TOJBEPralOTCS  KOJIMYECTBEHHOMY  aHAIM3y  C
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MCII0JIb30BaHUEM CTaHAapTHBIX MeTOIUK onpeneneHus HIAMA, TMT, ®JIMI" u MTA.
Jlpyrue TOpoAyKTbl TpaHCGOpPMAalMU  OINPEAESIOTCS  MOJYKOJUYECTBEHHO C
ucnoJib3oBanuem [ I TOMO-I'X-MC.

B 0630pe [86] paccMOTpeHbI OCHOBHBIE METO/IbI U TTOJAXO/IbI, IPUMEHSIEMBbIE JJIs1
aHamM3a CIEJOBBIX KOHIIEHTpanuil mpoaykToB Tpanchopmauuu HJIMI' B oObekTax
OKpY>Karollleld cpebl ¢ MCIOJIb30BAHUEM Ta30BOM U KMAKOCTHOW XpoMarorpaduu.
ABTOpaMH OTMEYEHO [86], 4TO Na)ke MPHU HKCIOJIb30BAaHUU BBICOKOCEIEKTUBHBIX M
YyBCTBUTENIBHBIX MeTON0B, Takux kak ['X wmm XX ¢ TanaeMHbIM Macc-
CIIEKTPOMETPUUYECKUM JNETEKTUPOBAaHUEM W MacC-CIIEKTPOMETPUUECKUM
JNETEKTUPOBAHUEM BBICOKOTO pa3pelIeHUs], I JOCTUKEHUS aHAIUTHYECKUX Leneit
He00X0IMMO KOHIIEHTpUpoBaHue 00pa3ioB He MeHee yeM B 1000 pa3. st uzBneueHus
aHAJIMTOB M3 TMOYBHI M BOJBI W TMOCIEAYIOIIETO aHalIM3a XpOMaTorpapuuyecKuMu
METOJAaMU  NPEJIOKEHBI:  JKCTPAKLUUS  PACTBOPUTENEM € IMOCIEAYIOIIHAM
KOHIIGHTPUPOBAHUEM DKCTPAKTa, JWHAMUYHBIA TmapodasHbiii aHamu3 u TOMD.
JuHaamuyHblid napodasHbiii aHammu3 TpedyeT d(pPeKTUBHOrO XpoMarorpaduueckoro
pa3leNeHnsT  AHAIUTOB W NPUMEHEHHMS  BBICOKOCEJIEKTHBHBIX  METOOB
nerexktupoBanus, Takux kKak [’ XxI'X 1 MC/MC B pexrMe MOHUTOPUHTA CEJIEKTUBHBIX
WJIM MHOKECTBEHHBIX peakiui. [ITOMD xapakrepusyeTcss IpOCTOTON BBIIOJIHEHMUS,
BO3MOKHOCTBIO aBTOMAaTH3alU{, YHHUBEPCAIBHOCTBIO NPUMEHEHHS, OTCYTCTBUEM
HEO0OXOIMMOCTH KCIIOIb30BaHUA OOJBIIUX 00bEMOB OPTAHUUYECKUX PACTBOPUTENEH U
COYETAaHUEM ATAIIOB dKCTPAKLIMH, OYUCTKU U KOHLIEHTPUPOBAHUS.

Takum oOpa3oMm, TMOAXOA K  ONPEACIICHUIO OCHOBHBIX  IPOJYKTOB
tpancopmanmu HJIMI', ocnoBansblil Ha [ITOMD, sBasercss nepcreKTUBHBIM, TaK
KaK T[O3BOJMUT MPOBOAUTh ABTOMATU3UPOBAHHBINA, HEIOPOTOM M  «3EJECHBIIN»
MOHUTOPUHT TEPPUTOPUM, NOABEPKEHHBIX BO3JAEHUCTBUIO PAKETHO-KOCMHUYECKOMN
NEeATEIIbHOCTH.

1.6 Onpenenenue mnpoaykroB Ttpanchpopmauuu HIAMI' B mouse ¢
HCNO0JIb30BaHHEM TBePA0(aA3ZHOH MUKPOIKCTPAKIMHU

1.6.1 [Ipunmun TBepAo¢ha3HON MUKPOIKCTPAKIINU

Mertoa TtBepaodazHOi MHUKPOIKCTpakUuH, pazpadotanHslidi B 1990 roxpy
IPYNION Y4YeHBIX 1O pyKoBoACTBOM SHyma I[laBnauimmHa W3 yHUBEpCUTETA
Barepnoo (Kanama) [87], k HacTosieMy BpEMEHHM 3apeKOMEHJOBal celsl Kak
() PEeKTUBHBIN, YIKOHOMUYHBIM, BBICOKO aBTOMATU3UPYEMBIH U «3EJEHBI» METO]
npoOOMOATOTOBKHM,  JIETKO  COYETAIONIMHCA ¢  Haumboliee  MOIMYJSPHBIM
uHctpymentapueM [88,89]. ITlponecc TOMD ocHoBaH Ha cOpOIMU aHATUTOB
HampsiMyr0 #3 oOpas3na Wik uepe3 Tra3oBylo (a3zy BOJOKHOM (pucyHOK 1),
MPEACTABISIONIMM COO0M METAJUTMUECKYIO WU KBapIIeBYIO UTIY JUIMHOM OKOJIO 1 cMm
C HAaHECEHHBIM CJIOEM aJicopOupyrome unm adcopOupyromieit ¢aspl (pUcCyHOK 2),
CEJIEKTUBHO yAEPKUBAIOIIEH MHTEPECYIOLIME KOMIOHEHTHl aHATU3UPYEMOU MpOOHI,
tonuuHo oT 7 mo 100 MxM. TOMD mo3BOJISIET COCIUHUTH CTAJUU IKCTPAKIIHUH,
OYMCTKHU U KOHIIEHTPUPOBAHUS B OJIMH JTaIl.
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[Ipumeuanue: Dranmsl TOMD: 1 — JlepxkaTenb 3KCTPAKIIMOHHOTO BOJIOKHA; 2 — AKCTpaKmus; 3 —
necopoumst; Cr — KOHIIGHTpaIKsl aHamuTa B BoJIOKHE; CHs — KOHIIGHTpAIlHsI aHauTa B Ta30BoH (aze
Has1 00pa3oM; Csoil — KOHIIEHTpANKs aHATUTA B TouBe; Cw — KOHIIEHTpAIHSI aHAJIUTA B BOJIC.

Pucynok 1 — TBepaodasHas MEKPOIKCTPAKITUS OPTaHUYECKUX COSAMHEHUM
13 TIOYBHI [76]

(a) KapOokceH/ oMM InMe THIICHIIOKCAH (6) [MonmmmuMeTUICUITOKCaH/ TMBEHUIOCH30T

Pucynox 2 — ®otorpadun s3xcTpakiimonHoro nokpsitus Ha ocHoBe Kap/IIJIMC (a)
[90] u ITIMC//IBb (6) , mony4eHHbIE ¢ UCTI0JIB30BAaHUEM CKAaHUPYIOIIECTO
AIEKTPOHHOTO MUKPOCKOTA
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Ha ceroansimiHuii A€Hb  KOMMEPYECKM  JOCTYIHBI  IIECTh  BHUAOB
OKCTPAKIIMOHHBIX MOKpPHITUN (monuaumermwicuinokcad, [IJIMC; Kap6okcen, Kap;
nuBuHUIOeH301, JIBb; mommakpunar, IIA; KapOGosakc, KB;) B pasznmuuHbixX
KOMOWHAIMAX, TOJIIMHOW TMOKPBHITUA W Marepuaiom mominoxku. s [TTOMD
jgeTyunx TpoayktoB TpaHchopmammu HJIMIT mambosee >(¢ekTUBHBI BOJIOKHA C
nopucTbiM nokpsiTieM Ha ocHose Kap/IIJIMC u ITIMC//IBbB [8].

[Ipomecc TBepaodha3HON MUKPOIKCTPAKIIMUA BKJIIOYAET [IBAa IOCTOSHHBIX
CBSI3aHHBIX MEXK]Ty CO00M1 ITporiecca: CopOIus aHATUTOB AKCTPAKIIMOHHBIM MOKPBHITUEM
Y BBICBOOOKICHUE aHAIM3UPYEMBIX BEIIECTB (J1ecopOIusi) U3 COPOLIMOHHBIX IIECHTPOB.
Uepe3 omnpeneneHHbld NEPUO BPEMEHH B CHCTEME YCTAaHABIMBAETCS PABHOBECHE,
KOTOPOE OIMHUCHIBAETCS B COOTBETCTBUU C 3aKOHOM COXPAHEHUSI MACCHI.

KoHcTanTa pacnpeneneHusi aHAJIUTa MEXAY SKCTPAKIIMOHHBIM MOKPBITHEM U
razoBoii (azoii (1) ompenensercs, Kak COOTHOIICHHE PAaBHOBECHBIX KOHIICHTpAIUH
aHaJINTa B TIOKPBITUH (Cf°°) U B ra3oBoii dase (C}°), a KOHCTaHTa pacCIpeeICHUsI

aHaJIUTa MEXIy Tra3oBoM (azoil u wuccienyeMbiM o0Opas3ioM (2) — paBHOBECHBIX
KOHIIEHTpanuii aHamuTa B ra3oBoi (ase (Cp°) u B ananuzupyemom obpasie (Cs°) [91]:

COO
f

Kep = -

= e (1)
Cr’

Ky, = — 2

Maccy ananmura CcOpOMpPOBAHHOTO BOJIOKHOM (#) TOCIE YCTaHOBJICHUS
PaBHOBECHS MOXKHO paccYuTaTh 10 cieayroiei hopmye [91]:

_ KenKpsVeColVs 3)
KinKnsVe + KnsVi + V5

n

rae: Cp — ucxoHas KOHIICHTpAIusl aHaiauTa B oOpasie, Vs — o0beM obpasna, Vi —
00beM ra3oBoit dasbl HaJ 00pas3ioM, Vr— 00beM IKCTPAKIIMOHHOTO MTOKPBITHS.
[Tomumo TOMD u3 razosoit haszsr Hag o6pasznom (IITOMD) cymiecTByOT erie
OJWH PEXUM DKCTPAKUHUH — MNPAMOM. B pexnme mpsMoul 3KCTpAKIHMU BOJIOKHO C
MOKPBITUEM BBOJUTCS B OOpaszel] W aHAIUTHI MEPEHOCITCS HEMOCPEACTBEHHO U3
MaTpuIlpl oOpasma K JIKcTparupyromieit ¢ase. JanHbii cmocod o0baHO 0Oonee
3¢ PeKTUBEH, OJHAKO 3HAUUTEIIBHO COKpAIlaeT CPOK CIIY>KObI SKCTPAKIIMOHHOTO
MOKPBITUS W (PU3NYECKH HEBO3MOXKEH IJIsi 0Opa3IoB TMOYBBL. B pekume mpsiMoid
HKCTPAKIIMU KOHCTaHTa PABHOBECHS MEXy BOJIOKHOM M 00pa3iioM (4) onpenensercs,
KaK COOTHOLIEHHE KOHIICHTpaluii anamuTa B mokpeitu (C¢°) u obpasue (Cs°) [91]:

_ 45

Ke = 4
fs Csoo ()
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1.6.2 IIpeumymiectBa TOMD nepes KIacCUYE€CKUMU METOJIAMH SKCTPAKIIUU

[Ipeumymiectea TOMD mnepen TpaaUIIMOHHBIMH CIIOCOOAMU  W3BJICUCHUS
pUMecei I0BOJBLHO 3HAUYUTENIbHBI — MPOCTOTA, SKOHOMUYHOCTh, BBICOKAsE CKOPOCTh
(BpemMss mpobomoarotoBkun Menbimie Ha 70%), MUHUMaJIbHOE KOJIUYECTBO
UCIIOJIb3YEMOT0 PACTBOPUTEIIS, BOBMOXXHOCTh aBTOMAaTU3AINH.

CoBpeMeHHBIE aBTOCAMIUIEPHl OCHAIEHbl TaKUMU BO3MOXHOCTSMH Kak
no/iep>KaHue ornpeieNIeHHON TEeMIIEPATYPHI po0, nepeMenivBaHue,
KOHJIUIIMOHKMpOBaHUE BOJIOKOH TOMD. IlpousBoautenu aBtocamiuiepoB (Gerstel,
CTC Analytics u ap.) mpeaocTaBiIsiiOT BO3MOKHOCTh PACIHIMPEHUS BBITOJHIEMBIX
byHKIIMA U ornepanuii (aBTOMaTH4eckas cMeHa BOJIOKOH TOMD, mpuroroBieHUi
cMecei, pasz0aBlieHME pacTBOPOB M T.M.), YTO JIONOJHHUTEIHbHO IMOBBIIIAET
3¢ (HEKTUBHOCTH M MPUBJIEKATEIBHOCTh METOI0B Ha ocHOBE TOMD.

Ha ocaoBe TOMD pazpaboTaHbl METOJUKH OMPeAeNeHUs TECTUIIUI0B [92-95],
repouruaoB [96,97], MONMMIIMKINYECKUX apOMAaTHYECKUX YTrieBo0pooB [98—100],
denonbHBIX coenuHenui [101], TpUHUTPOTONMYONa U MPOAYKTOB €r0 JIerpajaluu
[102], apomatnueckux yrieBonoponos [103,104] n MHOKECTBa IpyruX COEIMHEHUN
B 00pa3iiax BOJIbI U MOYBBHI.

1.6.3 OCoOEHHOCTH KOJUYECTBEHHOIO ONpPEIEICHUS JIETYyYUX OPraHUYECKHX
COEJIMHEHUI B TOYBE ¢ ucnoib3oBanueM [ITOMD

HecmoTpss Ha MHOXECTBO OYEBHAHBIX mpeumyliectB Meroga I[ITOMD,
OTpeICJICHUE OPTAaHMYECKUX 3arpsi3HUTENICH B MOUBE 3aTPYIHEHO BIUSHUEM MaTPHUIIbI
[76,98,105,106] Ha 5(pheKTUBHOCTD IKCTPAKIIMU aHAJTUTOB U AaHAIUTHYCCKUMA CUTHAII,
KOTOPOE MPUBOJNT K YXYAIUIEHUIO NPABUIBHOCTH.

Kak Obuto ynomsnyto Bbiiie, Metoj, [IITOMD ocHoBaH Ha ypaBHOBEUIMBAHUU
[91]. Jlaxke mpW MOCTOSHHBIX YCJIOBHUSIX SKCTPAKLHMH KOJUYECTBO H3BICUCHHBIX
aHAJIUTOB OYJIET 3aBHCETh OT CpPOJCTBA aHanuTa K martpuie [94,107,108]. Bece tumsr
MOYB 00JIAJAI0T PA3TUYHBIMU (U3HKO-XUMHUYECKUMHU CBOMCTBAMHU M CPOJICTBOM K
anaymtam [109]. DddbexTuBHOCTE TOMD (5) HampsMyI0 3aBUCHUT OT CIEAYIOIIMX
xapaktepucTuk nmoussl [110]:

— KOHIICHTpAIUsl OPTaHUYECKOTo yriiepoja (TyMyC U YaCTHIIbl PACTEHUN);

— MEXaHWYECKHUU COCTaB:

O pa3Mepbl YaCTHII;
O TOPUCTOCTH;

— BJIQKHOCTb;

- pH;

— KOHIIEHTpalus BOJIOPACTBOPUMBIX COJIEH;

— aKTUBHBIC (DYHKIIMOHATBHBIE TPYIIHI HA TTOBEPXHOCTH YACTHUIL TTOYBHI.

OddextuBHOCTh ASKCTpakiuu (R, %) aHanuTa W3 TIOYBBI MOXKET OBITh
paccuuTaHa 1o cieayouiei popmyne [91]:

R= (5
Kin " Kns " Ve + Kps Vi + V5

31



rae R — 2pdekTuBHOCTD dKCTpakiuu, %; Vy— 00beM SKCTPAKIIMOHHOTO MOKPBITHS,
MII; Vs — 00beM 00pasiia mouBkl, Mit; Vj, — 00beM ra3oBoit (pa3el Has oOpasiom, mit;, Ky,
— KOHCTaHTa pacrpe/ieNICHUs aHaJTuTa MEX 1Y SKCTPAKIIMOHHBIM MTOKPBITUEM U Ta30BOM
dazoit Hasr 00pas3oMm; Kjs — KOHCTAHTa pacipeielICHUs aHAINTa MKy Ta30Boi dazon
Y TTIOYBOM.

O6neM skcTpakironHoro nokpeitTust Kap/ITJIMC Tonmuuon 85 MKM U JiIMHOMN
1 cm —0,528:1073 mu [91]. O6beM 00pa3ia MOYBEI PACCYUTHIBAETCS JEICHUEM MACCHI
o0Opa3siia mo4BkI (I') Ha €ro HACBIMHYIO TIOTHOCTD.

Marpuiia mouBbl COCTOUT U3 Pa3IUUYHbIX (a3 — TBepas, KuaKas, ra3000pazHas
u kuBas. [Iporecchl B3aumoelcTBUsI 1 OOMEHa BEIIECTBOM B IMOYBE MPOUCXOIAT
HernpepsiBHO [111]. Ha ckopocTh U TIIyOMHY 3THX IPOIIECCOB OKA3bIBAIOT BJIUSHUE
MEXaHUYECKUH M MHUHEPAJIOTHYECKUH COCTaB, a TakKe CoJiepKaHUE BIIard WU
OpraHMY€eCcKOTO BEIECTBA.

[TouBsI KIACCUGUIUPYIOT B OCHOBHOM IO IByM MeTonaMm. Meton Kaunackoro
KIacCU(DUIIMPYET TOYBBI 1O COJCPKAHWIO YacTUIl (PU3WYECKON TIUHBI U
npeoOnananue omnpeaeneHHor ¢pakuun. Meton AtrepOepra, MeXIyHapoHas
KJ1accuuKanus, JeJIUT MOYBbl HA OCHOBAaHUU OTHOCUTEIHLHOTO COJIepKaHUs (pakiuil
necKa, MbUIA U TIMHBL. TUI MOYBBI OMIPEAESIOT 1O TpeyroabHuky deppe.

BcemupHnas 6a3a moyBEeHHBIX PECYpPCOB Ha CETOAHSIIHUI 1€Hb HACUUTHIBAET 32
nouBeHHble Trpynnbl  [112]. IlockonbKy KIMMAr Wrpaer BaXHYK pojb B
GbopMUPOBAHUU TIOYBBI, TPYHTHI OTJIWUYAIOTCS JPyr OT Jpyra B 3aBUCUMOCTH OT
KJIIMMaTUYECKON 30HBI.

['maBHBIE MEXaHUYECKHE KOMIIOHEHTHI TTOYBHI — niecokK (auameTp ot 0,02 g0 2,00
MM), ui (muametp Menee 0,02 Mmm) u rmHa (quametp meHee 0,002 mm). Pazauynbie
KOMITOHEHTHI UIMEIOT HEOIMHAKOBbBIC (DU3NUYECKHE U XUMHUYECKHE CBOMCTBA.

Menpmmit quamerp dacturn (Menee 0,001 mMM) moapazymMeBaeT OONBIIYO
YACIbHYIO TOBEPXHOCTh M, KaK CJEICTBHE, OONBIIYIO aJCOPOIMOHHYIO EMKOCTD,
BOJIOTIOTJIONICHUE W E€MKOCTh KaTMOHHOrO oOMeHa. ToHKoAucnepcHas 4acThb IOYB
SBJISIETCSI ~ OCHOBOW  TOTJIONIAIONIETO0  KOMILJIEKCa,  KOTOpass  Ompejensier
MOPGOJIOTHYECKUI OONMK M BakHeWIne (U3MKO-XUMHUYECKHE CBOMCTBA TOYB.
MuHepanoru4eckuii CocTaB TOHKOJUCIIEPCHON YacTH MOYB B OCHOBHOM MPEJICTABJICH
BTOPUYHBIMU MUHEpaaMu. K BTOpUUHBIM MUHEpajaM OTHOCSTCS MUHEPAJIbl IPOCTHIX
costert (kampuut — CaCOs, Mmarue3ut — MgCOs, runc — CaSO4-2H»0, ranut — NaCl u
JIp.) MUHEpasbl TUAPOOKHCEH W okuceil (ruapookucu Si, Al, Mn, Fe), riuHuCTBIC
mMuHepanbl. K TskenpiM moyBaM, Tjie mpeodnanaroT (Gpakiuu GU3N4ecKol TIUHBI,
OTHOCATCS TJIMHUCTBIC TPYHTHI (TIIMHBI Oosiee 65%) U TSHKEINbIN CyrIMHOK (TauHbI 50-
65%).

Yactunpl ¢ OonbmmmM  nuamerpoMm  (Oonee 0,001 MM) mpencTaBlieHbI
MPEUMYIIIECTBEHHO TEPBUYHBIMUA MHUHEpalaMy, HanbOojee pachupoCTpaHEHHBIMH U3
KOTOpbIX siBisitorcss kBapry (SiO2) w moneBble mmathl. J[aHHAas dYacTh TOYB
XapaKkTepu3yeTcsi MEHbIIEH aJcOpOLIMOHHOW M BJIAroeMKOCThIO. Jlerkue moyBbl, B
KOTOPBIX MpeodIagacT MeCOK, MI0X0 BIUTHIBAIOT U YIEPKUBAIOT BJIAry, aICOPOUPYIOT
MEHbIIIEE KOJTUYECTBO BEIIECTB U UMEIOT 00JIee PHIXIYIO CTPYKTYpY. K Jierkum nouBam
OTHOCSITCSL CymnecuaHble TPYHTHI (comepkanue riaunbl 10-35%) u necuanbie TPYHTHI
(conepxkanue riauubl 10 10%).
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B cocraBe cpenHHMX NOYB MPUCYTCTBYIOT JOCTATOYHO KPYIHBIE TBEP/IbIE
MOYBEHHbIE YaCTULIBl W TMbUIEBUJIHbIE KOMIOHEHTHL. JIaHHBIA THUN MOYB
XapaKTEPHU3yeTCsl ONTUMATBHBIM O0alaHCOM (PU3UKO-XUMHUYECKUX CBOMCTB. K cpemanm
MOYBaM OTHOCSITCSI CPEJAHUIN U JIETKUM CYTJIMHKU C COJIEPKAHUEM TJIMHBI B Mpeienax
35-50%.

Oprannyeckoe BEUIECTBO IMOYB MPEJACTABISAET COOOMl TIeTEpPOreHHYI0 CMECh
TYMYCOBBIX BEILECTB, PACTUTEIBbHBIX M JKUBOTHBIX OCTAaTKOB pPa3HOM CTENEHU
Pa3NOXKEHHs ¢ MPOMEXYTOUYHBIMU ITPOYKTaMU JaHHOTO mpouecca. [lo cpaBHeHUIO C
HEOPraHWYEeCKON YacThi0 MOYBBI, €€ OpPraHuYecKoe BelEecTBO oOnagaer Ooiee
BBICOKUM CPOJICTBOM K OPTaHUYECKUM 3arps3HUTENSIM, OCOOCHHO K THAPOHOOHBIM.

[Ipeobnanaromias 4yacThb TYMYCOBBIX BELIECTB B MOYBaX HaxXomuTcs B (opme
OpraHOMHUHEPAJIbHBIX COCJMHEHHM, Hanboliee AaKTUBHBIX KOMIIOHEHTOB IIOYB.
OpranomMuHEpaJIbHbIE COCTUHEHHS 00Pa3yIOTCs IMTyTEM COPOITMU TYMYCOBBIX BEIIECTB
Ha TIOBEPXHOCTH TBEPABIX YacTUI] NouBbl. K HHM OTHOCATCS allOMO- U
JKEJIE30TYMYCOBbIE COPOIIMOHHBIE KOMIUIEKCHI, TJIHMHO- M KPEMHETYMYCOBBIC
KoMIUIeKChl. [Ipu 3TomM 00pa3ytoTcs MIEHKH Ha MOBEPXHOCTU TBEPABIX YaCTHULI.

[IpeoOnaganue onpeaeseHHbIX OPraHOMUHEPAIbHBIX COCIMHEHUN OKa3bIBAECT
HEMOCPEJCTBEHHOE BIIMSHHUE MPAKTUUYECKH Ha Bce cBoiicTBa mouB. llpu s3TOM
KOJIMYECTBO W MPHUPOJIa TYMYCOBBIX BEIIECTB B PAa3HBIX MOYBAX B 3aBUCUMOCTH OT
NOTOAHOTO PEXUMa U PACTUTEIIbHOCTU TEPPUTOPUM, a TaKKe IPaHyJIOMETPUUECKOTrO
COCTaBa HEOJJMHAKOBBI.

Ha paBuunHOI yactu Kazaxctana npeoOiagaeT TpU OCHOBHBIX THIA IOYB,
CMEHSIOLUX JIPYT Apyra ¢ CEBEpa Ha 0T, B TOpaxX TUIIbI I0YB CMEHSIOTCS OT OTHOKHUS
k BepmmHaMm. Ha paBHuHax (86% TeppuTOpUU) BBIICISIOTCS TPU THUIA TOYB:
YepHO3EMbl, KalllTAHOBBIE, Oypble U cepo-Oyprie. B ropusix paiionax Kaszaxcrana
MOYBEHHBIN TOKPOB MEHSIETCS C BEICOTOM, BHU3Y HAXOSATCS MTOATOPHBIE PABHUHBI, T/1€
npeo0IaaloT TOYBBI, XapaKTEpHBIE MJII COOTBETCTBYIONIUX BBICOTHBIX IIOSCOB
paBHUH (YEPHO3EMBI, KAIITAHOBBIE U JAp.). 3aTEM HAUYMHAIOTCSI TOPHBIE CKIIOHBI, T/E
pa3BUTHI TOPHO-TYTOBBIE, TOPHO-JIECHBIE U JPYTHUE MOYBBI, 3aBUCAIIUE OT IKCIIO3UIINH
CKJIOHOB, YBJQXHEHUS U PaCTUTENbHOCTU. W HaKOHEIN, BEpIIMHBI TOp, TJIC
npeobiiajaeT KAMEHHUCTBIC MOYBBI C OTPAHUYECHHBIM TOYBEHHBIM Npoduiem.

UepHo3eMbl, XapaKTEpU3YIOIIUECS BBICOKUM COJEPKAaHUEM OPTraHUYECKOTO
BEIIECTBA, pacHpocTpaHeHbl B camoil ceBepHoil uyactu Kazaxcrana. Tepputopus,
3aHMMaeMasi JaHHbIM TUIIOM TOYB, cocTaBisieT 9,5% Bceit Tepputopuu Pecryonuku.

KamrranoBble 1MOYBBI (CYTJIMHKH, Pa3HOPOJHBIE CMECH TJIMHBI M TIECKA)
PaCIoJIOKEHBI FOKHEE YEPHO3EMHBIX. 3aHMMaroT 34% TEeppUTOPUHU PECIyOJIUKH.
TeMHO-KallITaHOBBIE M KAalITAaHOBBIE MOYBBI cojaepxkar 3-5% TrymMmyca, CBETIIO-
KaIlITAHOBBIE TIOYBBI MOJTYMYCTHIHU OTINYAIOTCS HEOOIBIINM COJIEpKaHUEM TymMyca -
2-3%.

Bypeie u cepo-Oypbie TMOYBBI OXBaTHIBAIOT IOXKHYIO 4YacTh KaszaxcraHa u
3aHuMaroT 44% teppuropuun. Coaepxanue rymyca B 3Tux nounax 1-2%.

[TpakTryecku BCe TUIIBI TOYB MOMAAAIOT MO TPAEKTOPHUIO TPACC MOJETOB PAKET-
Hocutened. Meroauku onpenenenus HJAMI' u npoaykToB ero tpanchopmaiuu B
MOYBaX JIOJKHBI 00€CTIEUMBATh TPUEMIIEMYIO MTPABUIIBHOCTh U YYBCTBUTEIBHOCTD TSI

33



BCEX THUIIOB IOYB, BHE 3aBUCUMOCTU OT MX XMMHUYECKOTO U T'PAHYJIOMETPUYECKOTO
COCTaBa.

Ha »5]@exTtuBHOCTD OKCTpaKIUMU M CKOPOCTh JOCTIIKEHHS pPaBHOBECHS
3HAYUTENIbHOE BIMSHUE OKa3bIBA€T MEXaHMYECKUI cocTaB 1mouBkl [113]. Uem Ooblire
TJIMHUCTOW (Ppaklvy B MOYBE, TEM BBIIIE €€ COPOLIMOHHASI €MKOCTb U C TeM OOJIbIIeH
CWJIOW OHa YJIEpP>KMBAET MOIJIOLIEHHbIE BEHIeCTBa. Takke OpraHM4ecKoe BEIIECTBO
MIOYB XapaKTEPHU3yeTCsl CYLIECTBEHHO Oojiee BHICOKUM CPOJCTBOM K OpraHUYECKUM
3arpsizHuTensiM. C yBeTMYEHHEM KOHIIGHTpPAllMM OpPraHMuYecKoro BemectBa Kis u
CTETNIEHb U3BJICUCHU aHanuTa OyayT cHmkatbes [105,108].

Brnusaue wmartpuiiel Ha 3¢dexktuBHOCTh [ITOMD omnpenensercs ¢usnko-
XUMHUYECKUMH  CBOMCTBaMHM  ompenensieMoro  a"Hanuta. K KIIIOUYEBBIM
XapaKTEpPUCTHKaM, BIUSIOIIMM Ha CTEIEHb B3aMMOJCHCTBUS aHAIUTa C MaTPHUIIEH U
HKCTPAKIIMOHHBIM TOKPBITUEM, OTHOCSTCSl MOJSPHOCTh, JETYy4eCTh U KOHCTAHTHI
KHCIIOTHOCTH/OCHOBHOCTH. Y BEIMUYEHHUE BIAKHOCTH TOYBEHHOW MAaTPULIBI OKa3bIBAET
HEOJIHO3HAYHOE BJIMUSAHME Ha Tmpouecc 3KcTpakuuu [8,76]. C OIHOW CTOPOHHI,
MOBBIIIEHHAs BJIAXKHOCTh CIIOCOOCTBYET YBEIWYEHHUIO 3(P(HEKTUBHOCTH IKCTPaKLIUU
ruipoOOHBIX COETMHEHUM 3a CUeT UX BBITECHEHHUS BOJOM W3 MOYB U OOJIbLIEMY
CPOJICTBY K JKCTPAKLIMOHHBIM NOKPHITUSAM. C Apyroil CTOpPOHBI, Bia)KHas IOYBa
o0nagaeT cnocoOHOCThIO K 00Jee CHIIBHOMY CBSI3BIBAHHUIO MOJIIPHBIX aHAIUTOB, YTO
MOXXET CHU3UTHh 3(P(EKTUBHOCTh HX OKCTpakiuu. Takum oOpa3oM, MaTpUYHBIH
3G(}EeKT BHOCHUT 3HAUUTEIBHYIO HEONPENEICHHOCTh B OIEHKY 3(P(EeKTUBHOCTH
[ITOMD opraHnYeCKUX COCTUHEHHUI U3 TTIOYBEHHBIX 00PA3IIOB.

1.6.4 Crocobbl  KOHTpOds MarpuyHOro dddexkra Tpu  OnpeaeseHUun
OpraHUYECKUX 3arpsi3HUTENEH B MOYBax ¢ ucnoiab3oBanue [ITOMD

JIns MUHUMM3AlMU U KOHTPOJIE MAaTpU4HOTrO d(PdeKTa YUYeHBIMU MPEI0KEeH
P METOJOB, OCHOBAaHHBIX Ha J00AaBJIEHMHM H30BITKA BOJBI, MPEIBAPUTEIBHOU
DKCTPAKLUHU OPraHUYECKUM PpPACTBOPUTEIEM U TOJHOM SKCTPAKIMH XOJOJAHBIM
BOJIOKHOM.

['maBHBIE MOAXOABI K KOHTPOJIIO WU MUHMMHU3AIUU MaTpu4yHOTO 3 dekra npu
onpeneNeHn JeTyuux opranmyeckux coeauHeHud (JIOC) B moyBe M JOHHBIX
OTJIOKEHHUSIX MOXKHO Pa3AeNIUTh 10 MPUHLUITY AEHCTBHS HA: a) MOAX0/Ibl, OCHOBAHHBIE
Ha KOHTpoOJie MaTtpuyHOro 3(ddekra; 6) MOAXOABI, OCHOBAHHBIE HA MHHHUMH3AIIUU
MaTpudHoro 3¢gdekra. B mepByro rpymnmy BXOAST pa3iudHble BUABI KaTHOPOBOK
(kanuOpoBKa Ha 00Opa3Iax CO CXOXKEH MaTpUIlei, MO BHYTPEHHEMY CTaHIAPTy U
METOZ0M J100aBOK), a Tak:ke MHOrokpatHasi [IT®OMD, ocHOBaHHAasi HA MHOTOKPaTHOM
aHayM3e OJHOTO oOpasina. Bo BTOpyro rpymmy BXOIAT pa3ivdHbIE MOIUA(DHUKAIIAN
TOMD, nampaBneHHble Ha moBbieHUE 3d(hdexTuBHOCTH SKCcTpakiuu ([ITOMD
XOJIOZIHBIM BOJIOKHOM, BakyyMHas [ITOMD [114]), npeaBaputenbHas 3KCTPaKLIUs
pacTBOPUTEIIEM U JIEpUBATH3ALUA.

Kaxnpli w3 mnpenjaraeMbIX TMOAXOJO0B K KOHTPOJIO W MHHUMHU3AIUU
MaTpUYHOTO 3¢ (deKTa UMeeT CBOM MpEeuMyIlecTBa U HenocTaTku (Tabnuua 4). s
omnpeaesieHus: mpoaykroB Tpanchopmarmu HJAMIT HeoO6xoaum npocToi, ObICTPBIN U
HEJOPOTOol BBICOKO aBTOMATH3UPYEMbIH MOJIXOJ, HE TPeOYIOUUN TOMOJIHUTEIbHBIX
MaTepHaJIOB WU 000PYIOBaHUSI.
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Matpuunbiit 53hPeKT MOKET OBITh MUHUMHU3UPOBAH BHECEHUEM H30BITKA BOBI
B TIOYBEHHBIA oOpasen mepen skcrpakuuen [8,115]. Jns yckopenus auddy3un
aHAJIMUTOB MEXJly 00pa3llOM M SKCTPAKLIMOHHBIM MOKphITHEM ITpu TOMD u3 razoBoi
da3pl Hax TOYBO-BOAHOM CyCHEH3WMEH NPUMEHSIOT mnepeMemBanue [116],
yinbTpa3BykoBoe [117,118] nnum mukpoBosnHoBoe Bosxeicteue [119-121]. Opnaxo,
OOJIBIIMHCTBO M3BECTHBIX MPOAYyKTOB TpaHchopmaruu HIIMI' umeror nonaspHbIi
XapakTep, M, Kak ObLJIO JOKa3aHO paHee, BHECEHHE M30BITKA BOJABI MPUBOIUT K
CHMKCHUIO CTETICHM M3BJIeueHUs [8,76].

Knaccuueckuii MeTon KaauOpOBKH IO BHEIIHEMY CTAHIAPTy MOXKET ObITh
UCIIOJIb30BaH TOJILKO B CJIyyae IMOJIHOTO M3BJICYEHHS aHAIUTOB M3 oOpaszma [122].
OpanHako, JaHHBIN MOIX0] MOIXOIUT TOIBKO JJIs CUIBHO TUAPO(OOHBIX aHAIUTOB, K
TOMY ke TpeOyeT JUTMTEeNbHON dKCTpakiuu. JIJisi yCKopeHusl mpoliecca SKCTPAKIUU U
CHUKCHUS BpEMEHH YPaBHOBEITMBaHMSI Obl1a peaioskena BakyymHuas [ITOMD [123—
125] omHako JaHHBIA IOAXOJ HE HMMEET BO3MOKHOCTH IIOJIHOM aBTOMATH3aIlUM.
Hpyras Momaudukamus, [ITOMD xonogHBIM BOJOKHOM TaKXe YBEIUYUBACT
3 PEKTUBHOCTD FKCTPAKIIUU U MPABUIBLHOCTh aHANIN3a, OJTHAKO TPEOYeT MPUMEHEHUS
JOTIOJIHUTENIBHOTO 000PYI0BaHUs1, KOTOPOE KOMMEPUYECKH HEAOCTYHO [ 126].

Takke KaaTuOpOBKa MO BHEIIHEMY CTaHAAPTy MOXET OBbITh MCIOJIb30BaHA IS
MOAXOJI0B, BKJIIOYAIOIIMX MPEIBAPUTEIbHYIO SKCTPAKIUIO pacTBopuTeneM. B cuimy
HU3BKOM XUMHUYECKON CTaOMJIBHOCTH SKCTPAKIMOHHBIX MOKPBITHM, MOJIYYEHHBIN
AKCTPAKT OOBIYHO YIIApUBAIOT, a CYXOH OCTaTOK MEPEepacTBOPSIOT B BOJIE, MHOTAA C
nobGasienreM coiu. TOMD B 3aBHCHMOCTH OT CBOMCTB aHAJIUTOB MOXKET OBIThH
MIPOBE/ICHAa HAMpPSAMYI0 U3 pa30aBICHHOr0 SKCTPAKTa WJIM 4Yepe3 Ta3oByro (a3zy Han
o0OpasnoM. YIbTpa3ByKOBOE€ M MHUKPOBOJIHOBOE BO3JCHCTBUE YCKOPSET Mpoliecc
U3BJICUCHHUS AHAJIIUTOB M MO3BOJISIET CHU3UTH HEOOXOAUMbIE 00BEMBI PACTBOPUTEIIS.
BHeceHne HMOHHOM JKHMJIKOCTM M MULEIUISIPHOTO PAacTBOpa YCHEUIHO MOBBICUIN
3¢h(HEKTUBHOCTh TEepexojia IMOTHAPOMATHIECKUX YTIEBOAOPOAOB (TuapodoOHbIe,
JIETy4H€) U3 NOouUBbI B BOy. OIHaKO, i1 HEKOTOPBIX AaHAJIIMTOB BCE PaBHO TpeOyeTcs
KOHTpOJIb MaTpu4HOro 3 dekra. Tak, mpu onpeaeseHud TPUMETHIIONOBA B JOHHBIX
OTJIOKEHUSIX METOJT BHYTPEHHETO CTaHAapTa ObLII COBMEIIEH C METOJIOM JI00aBOK J1JIs
JTOCTUKEHUS HanOOJbIIeH MpaBUIIbHOCTH aHanu3a [127].

MuorokpatHas TOMD, B omivuuu OT MeToaa J00aBOK, He Tpelyer
YpaBHOBEIINBAHUS BHECEHHBIX CTAHJIApPTOB B MOYBEHHBIE 00pa3iibl. OTHAKO, TaHHBIH
MOAXOJ] JOCTaTOYHO BpeMs3aTpaTHBIM, Tak Kak TpeOyeT, KaKk MUHHUMYM 4YeThIpe
MOCJICIOBATENbHBIX OKCTPAKIIMM Ha oJauH oOpazen. I[loaxoxm ObLT  ycmenrHo
WCIIOJIB30BaH IS OompejeneHnus OeH3o0ia, d3TUI0eH30i1a, Tonyosa, keuwnona [103] u
nectuiyioB [128] B mouBe, TeM HEe MeHee MHOrokpatHas TOMD He moaxoAauT JJis
HKCTPAKIIUU MOJISIPHBIX AHAJIUTOB M3-32 HEBBICOKOM d(DPEKTUBHOCTH UX IKCTPAKIUH.

[Tomxon Ha ocHoBe [ITOMD u kanuMOpPOBKH METOIOM J00aBOK TpedyeT
THIATEIBHOIO YCPEAHEHUS W YPABHOBEUIECHHUS IOCJIE BHECEHUS CTAHAAPTOB, YTO
YJIMHSET Bpemsi HeoOxoaumoe Ha aHaimu3. C Japyrodl CTOpPOHBI, METOHA J00aBOK
obecrieunBaeT OOJIBIIYI0 TPABUIBHOCTh aHalU3a, TakK Kak KajauOpoBOUYHAS
3aBUCUMOCTh CTPOUTCS JJISI KaXKJOro aHalIu3upyemMoro ooOpasua. Meton 1006aBok
MOAXOJUT JIJIsl ONpEEICHUs aHATUTOB ¢ Maio 3 (PEKTUBHOCTHIO IKCTPAKIIUU HIIH
OTIPEICJICHHS CJICIOBBIX KOHIICHTPAIIHIA.
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Tabmuna 4 — [IpeumyiiecTBa U HEJOCTATKM OCHOBHBIX TOJXOJIOB K OMPEEICHUIO
OPTraHUYECKUX 3arpsA3HUTEIEH B MOYBE M JIOHHBIX OTJIOXKEHHUAX C UCIOJIb30BAHUEM

[ITOMD [110]

[Tonxoxa K onpeaeneHuro

CXOKeH MaTpuuen
(matrix-matched)
10 BHEIITHEMY

Kontpoib MuHuMHA3 AU
[IpenmyiecTra HenocraTtku
MaTPUIHOTO s dexra
ahdekra MaTPHIIBI
KammbpoBka Ha 1) I[Ipoctora 2) Paboraet ToJBKO MpH
obpase co BBICOKOM () (PEKTUBHOCTH

OKCTPAKIIUH

METOIOM JI00aBOK

KOHTPOJIb MaTPHUIBI

CTaHIIAPTY
Kammbporka o 1) BeicokoaddextuBer 1) JnutenbHOE
BHYTPEHHEMY IIPU KOHTPOJIC MATPUIIBl | YPABHOBEITUBAHUE
CTaHIIapTy 2) Bricokas BBEJICHHOT'O BHYTPEHHETO
MPEIU3UOHHOCTD U CTaH/IapTa B [TOYBE
MPaBWIbLHOCTh 2) Konnenrpamus
oTnpeeIeHuUs BHYTPEHHETO CTaHIapTa
3) IIpoctora B JIOJKHA OBITH OUHAKOBOM
UCTIOJIb30BaHUU C KOHIICHTpAIINEH aHaINTa
4) Kontpoas usmenenus | 3) CioKHOCTh BbIOOpa
9yBCTBUTEIHLHOCTH MOIXOJISAIIIETO
npubopa u p. GakTOpoB | BHYTPEHHETO CTaHAAapTa
5) Kanubposka pabotaer | 4) JloporosusHa
JUTUTETILHOE BpeMsI M30TOIHO-MEUEHBIX
CTaH/IapTOB
5) Paznuunblie npenens
o0OHapyKeHUsI
Kammbporka 1) Camprii apdextuBHbiii | 1) BpemsizatpaTHbrii

2) Inana3oH 100aBOK
JIOJKEH OBITH OJIM30K K
onpeaesieMon
KOHIIEHTpAIIMU aHAJIUTa
3) dnutenbHOe
ypaBHOBEIINBaHHE
BBEJICHHOTO BHYTPEHHETO
CTaHJapTa B [IOYBE

4) TTapanenbHbie 00pa3IBI
MOYBHI IOJKHBI OBITH
TIIATEIBHO YCPETHEHBI
5) He mogxoaut k
OTIpEICIICHUTO
HECTaOUIIbHBIX aHAJTUTOB

MHorokparHas
TOMD ¢
KaJTMOPOBKOH 110
BHELTHEMY
CTaHAapTy

1) DxcTpakuus U3 oJHOM
BUAJIBI C 00pa3IoM

2) He tpebyer
MIPUTOTOBJICHHE
KaJIMOPOBOYHBIX
00pa3I110B MOYBHI

1) Tpebyet BbICOKOA
a¢ddexTuBHOCTH
aKcTpakiuu (>5%)
2) BpemsizarpaTHbrit

ITponomxenue Tadbnuiel Ha 37 c.
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3) IIpocras xanubpoBKa
MPSIMBIM BBOZIOM
CTaHJIaPTHBIX PAaCTBOPOB
4) Bo3MOXHOCTb
ABTOMATH3AINH
KammbpoBka Ha TOMD 1) Beimre 1) Tpebyer
o0pas1ie co CX0XKeH | XOJIOIHBIM 3G EKTUBHOCTD JOTIOTHUTEIBHOE
MaTpulel (matrix- | BOJIOKHOM SKCTPAKIUU, MEHbIIIE KOMMEPUYECKU
matched) mo MaTpUYHBIH A HEeKT HEJIOCTYITHOE
BHEIITHEMY 2) Bricokue obopyoBaHue
CTaHJIapTy MPEUU3UOHHOCTD U 2) CJ10KHOCTb B
MIPaBUJIBHOCTD aBTOMAaTHU3AINH
3) KonneHncanus napos
BOJIbI HA MOKPBITUU U UIJIE
Kanmubposka 1o [Ipensaputenbuas | 1) Beie 1) JononHurtensHbIe
BHELIHEMY WJIH AKCTPaKIUs 3¢ (HeKTUBHOCTh 3Tanbl IKCTPAKINH U
BHYTPEHHEMY pacTBOpUTENIEM HKCTPAKLIUH, HUXKE BBITIAPUBAHUS
CTaHAApTy 3 dexT MaTpuIlbI 2) [ToTeps nerydyunx
2) Boicokue AQHAJIMUTOB B IIpoLECcCce
MPELIU3UOHHOCTD U BbIMIApUBAHUS
IIPaBUJIBHOCTb pacTBOpPUTEIIS
Kammbpogka mo HepuBaruzanus 1) BosmoxkHocTh nostHOM | 1) lomomHuTeIbHBIE
BHEITHEMY WJIH IKCTPAKIUU 9Tansl (HachIllleHUE
BHYTPEHHEMY 2) Uneanen nns IIOKPBITHS BOJIOKHA
CTaHIapTy HECTaOMIIbHBIX JepUBATU3ALIIOHHBIM
COCIMHEHU I peareHToMm)
2) Tpaucdhopmarus
AQHAJIUTOB B IPOLECCE
nepexojia ¢ oopasia Ha
BOJIOKHO

Jlns komneHcanuu MaTpuaHOro A Pexta mpu onpeeeHuu o-, M-, I-KCUJIOJIOB,
xjopoensona, 1,2-, 1,3- u 1,4-xn0op6enzonoB [107] wucmonab30BaiM KaauOpPOBKY
METOJI0OM J00aBOK C BHECEHHEM H30bITKa BOABL. YPAaBHOBEIIMBAHUE BHOCHUMBIX
AHAJIUTOB JIOCTUTAIIOCH BCTPSAXUBAHKEM B TeueHHE 30 MUH U JaTbHEUIITUM XpaHEHUEM
B TCUCHHE CYTOK. ABTOpPHI pabOThl YKa3bIBAlOT HAa HEBO3MOXXHOCTh MPUMEHEHUS
MpeyIaraeMoro MeToa JJid aHaJIn3a CPEAHENETYUNX OPraHNMYECKUX 3arpsi3HUTENEH,
YTO CBA3aHO C MEIJICHHOW KMHETHUKOW paclpeesieHUsl aHAJIUTOB IIPU KOMHATHOU
TEeMIIEpAType.

[ITOMD opranuveckux 3arpsi3BHUTENIEM U3 TOYBBI C UCIOJIb30BAHUEM
BHYTPEHHETO CTaHJapTa OOECIeYnBaeT BBICOKYIO CKOPOCTh, aBTOMATH3AIIHUIO,
MIPaBUIHLHOCTH, B OCOOCHHOCTH MPH MUCTIOJIb30BAHIHN N30TOITHO-MEUEHBIX BHYTPECHHUX
ctaHjgapToB.  Jlmsg ~ TOBBINIEHUS ~ MPaBWIBHOCTH  aHalIW3a  HEO0OXOIUMO
ypaBHOBEIINBAaHNE BHECEHHBIX BHYTPEHHHUX CTAHJIAPTOB B TOYBEHHBIX 00pa3uax [73].
YcKkopUTh MPOIECC YPABHOBEIIMBAHUSI MOXHO BBIJIEPAKKOU O0Opa3IoB MPU BHICOKOM
TeMIIepaType U BHECEHUEM U30BITKA BOJIbI.

['1aBHOM CITOAKHOCTHIO MTPU UCMIOJIB30BAHUY METOJIOB BHYTPEHHETO CTaHAapTa U
N00aBOK SBISETCS JUIMTEIBHOE YPaBHOBEIIMBAHHWE BBOJWMBIX CTAaHAApPTOB B
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aHaJIM3UPYEMOM MMOUYBEHHOM oOpasiue. [locie BBos1a cTanapTa B IOYBY €r0 MOJIEKYJIbI
OyayT azncopOupoBaHbl Ha OIpPEAETCHHBIX YacTHLaxX. B pesynbrare TIIATEIBHOIO
BCTPSAXUBAHUs 00pa3la JaHHbIE YaCTHIIbl JOJKHBI PABHOMEPHO PACIIPEIEIUTHCS 110
o0bemy mpoObl. OHAKO, TS BIAYKHBIX TIOYB CO CIOKHOM CTPYKTYPOU BCTPSIXUBAHHE
OPUBOJUT K YKPYNHEHUIO KOMKOB, YCIOXHSS IPOLIECC YPAaBHOBEILMBAHMSL.
JloOaBnieHre U30bITKA BOJbI YACTUUHO YIPOLIAET JAHHYIO 337a4y, OJHAKO MPUBOAUT
K CHIDKEHHMIO YYBCTBUTEIBHOCTH OIpeAesieHus NOJsApHBIX coeauHeHuil. Ilocine
BHECEHHUS CTaHAapTa ypPAaBHOBEIIMBAHKUE OYJIET IOCTUTAThCS TAKXKE 33 CUET IIPOLIECCOB
muddy3un B moyse.

B pa6ote [73] nmpemnoxkeno BBoauth MTA, pacTBOpeHHBIH B 00JIBIIIOM 00BEME
JTUXJIOPMETaHa, B TMOYBY C MOCJEIYIOUIUM BbIIApUBAHUEM pacTBOpUTeNs. JlaHHBIM
METOJI MOXHO TPUMEHUTh TNPHU BBEACHUH HM30TOIMMHOMEYEHHOTO BHYTPEHHETO
cragaapra s Ovictporo ypaBHoBemuBanus MTA u MTA-d3 mexnay coboit 1o
00BbeMy MOYBBI, OJHAKO TPEOYET UCTIOIb30BAHMSI 3HAUUTENbHBIX 00bEMOB TOKCUYHOTO
OpPraHUYeCKOT0 PACTBOPUTENS U BPEMEHHBIX 3aTpar.

B pa6ote [108] neranbHo u3ydeH matpuubiil 3pdext npu onpenenenun JIOC
B M0YBaxX W JApYrux TBepAblXx maTpumax. [lokazaHo, 4yTo MaTpuua OKa3bIBa€T OYEHb
Oonpiioe BausHUE Ha 3G (exkTuBHOCTH TBepaogasHoil Mukposrkcrpakuuu JIOC u3
nouBbl. COIrJacHO MpPEJCTaBICHHBIM JaHHBIM, METOJ BHYTPEHHETO CTaHAapTa He
MO3BOJISIET B MOJIHOM Mepe KOHTPOJIMPOBATH MaTpUUHbIN 3(@eKxT 0e3 TIaTelbHOro
ypaBHOBEIIMBaHUS (aBTOPHI BhIIEpKUBaiI 00pa3isl rpu 20°C B Tedenue 1 4 mocie
BBEJICHUS BHYTPEHHETO CTAHapTa).

B paGote [73] mpeminoxxken meton ompenaeseHus ¢eHona u 3-xiopdeHosa B
MIOYBE C MCIOJIb30BaHUEM 2-OpoM(deHosa B KayecTBe BHYTpEHHEro cranaapra. Jls
KOMIICHCAIIUM  BIIMSHMS  BJIQKHOCTH aBTOPbl BHOCWJIM M30BITOK BOJBI U
HKCTPAarupoBalM aHAJIMTHl HampsMyr0 H3 BogHOW (a3bl. [lapameTpbl BHeceHUs
BHYTPEHHETO CTaH/IApTa HE ONKCAHBI.

B paboTe [98] onrcan MeTO] KOTUYECTBEHHOTO ONpeIesieH s 16 MPuOPUTETHBIX
I[TAY B mnouBax. Ilepex aHamu3oM B 00pa3ibl BHOCWUJIM BHYTPEHHHMM CTaHIapT,
coepkamMii 3 HM30TONHO-MEYEHBIX  MOJHUIMUKIMYECKUX  apOMaTHYECKUX
YTJIE€BOAOPO/IOB, C MOCHEAYIOIIUM BCTPSIXMBAHUEM B TE€UEHUE 2 4 U XPAHECHUEM B
TedeHue 24 4 B TEeMHOM KOMHaTe. 3aTeM SKCTParupoBajy aHAJIUThI U3 TTOYBBI CMECHIO
IeKCaH/IUXJIOPMETaH  TpPU  BO3JACHCTBUU  yJIbTpa3BykKa C  MOCJEAYIOLIUM
HEHTpU(PYTUPOBAaHUEM M yHapUBaHUEM pACTBOPHUTENEH, Mociie 4ero B oOpasell
BHOCHJIY BOJIy M DKCTPAarupoBajIy aHAJIUThI HAIPSIMYIO U3 PacTBOpa.

KanubpoBka 10 BHYTpEHHEMY CTaHAAPTY SBJSETCS ONTHUMAIBHOWU JUIS
pa3pabOTKu METOAMKHU OTpeieseHus mpoaykToB Tpanchopmarmn HIMI B oOpasiiax
no4yB C wucnoib3oBanueM I[ITOMD. JlanHblii 1moaxoj mo3BojseT 3G(PEKTUBHO
KOHTPOJIUPOBATh MATPUYHBIN 3 (deKkT 0e3 yBEeTHMYEeHHS CTOMMOCTH U CJIOXKHOCTHU
POOOTOTOTOBKH, YTO TO3BOJUT MPOBOAUTH 3(h(PeKkTuBHBIE Jab0OpaTOpHBIE U
MOJIEBBIE AHAIM3bI JJI1 SKOJIOTMYECKOTO0 MOHUTOPUHIA MECT MaJ€HUN 3a CUET CBOEH
IPOCTOTHI, 3KCIPECCHOCTH W BO3MOXHOCTH aBTOMatu3anuu. Jus yckopeHus
npoliecca ypaBHOBEIIMBAHUS MOKHO MCIOJIB30BaTh 00JIee BBICOKYIO TEMIEPATYPY U
noGasnienue Boabl. [Ipu aHanu3e 60apIIOrO0 KOJMYECTBa MPoO Ha MecTe 0TOOpa 3Tan
YpaBHOBEIIMBAHUS HE OKA3bIBAET CYLIECTBEHHOI'O BIUSHUS Ha OOLIee BpeMsl aHAJIK3a.
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Bce npouenypsl, npuMeHsieMbI€ B JAHHOM METO/I€ (BHECEHNE BHYTPEHHEIO CTaH1apTa,
ypaBHOBEIIMBAaHUE  IOYBbl M  3KCTPAKLMA), MOIYT  OBbITh  MOJHOCTBIO
aBTOMAaTU3UPOBAHBI C IOMOILbI0 KOMMEPUYECKHUX aBTocamIuiepoB. KainOpoBky MOKHO
BBITMIOJIHUTH B 1a0OpaTopuu mepes BbIe3J0M Ha MECTO, €€ MMOBTOPEHUE HE TpeOyeTcs,
IIOCKOJIBKY METOJI KOHTPOJIUPYET HE TOJIBKO MATPUUYHBIA 3P (EKT, HO U BCE ApYyTUe
IIEPEMEHHBIC, BIMSIOIINE HA AHAJMTUYECKUH CHUTHAJI. DTO 3HAYUTEIBHO SKOHOMMT
BpeMsi M YBEJIMYMBACT MPOU3BOAMUTEILHOCTh Mpubopa. [ns 0AHOBpPEMEHHOIO
KOJIMYECTBEHHOTO OIPENECIEHUSI HECKOJIbKUX aHAIM3UPYEMBIX BELIECTB MOXKET
MCIIOJIb30BaThCS HECKOJIBKO BHYTPEHHHUX CTaHIapTOB.

1.7 BoiBoabI 13 0030pa JTUTEPATYPbl U MOCTAHOBKA LEJIH UCCJIeI0BAHUSA

HecMoTpst Ha 6oJIbIII0E KOJMYECTBO OMUCAHHBIX B JTUTEPATYPE aHATUTHUECKUX
no1x0/10B k onpeneneruto HIIMI u npoaykToB ero Tpancopmaiiuu, OHU UMEIOT Psijl
BAXKHBIX HEJOCTATKOB, OTPAHMYMBAIOIIMX IIMPOKOE MPUMEHECHHUE B SKOJIOTHYECKOM
MOHUTOpUHTE. OHHU CIOXHBI, TPYIAOEMKH, BpeMs3aTpaTHbl H (WIM) TpeOyrOT
OPUMEHEHUSI  TOKCUYHBIX  OpPraHW4YecKux  pacTBopureneid.  TBepaodaszHas
MUKPOIKCTpaKLUs U3 Ta30BOM (pazbl HaJ 00pa3LoM IPeICTaBIsAeT cCOO0K BO3MOKHYIO
QIbTEPHATUBY, KOTOpass MOKET ObITh IOJIHOCTBIO aBTOMAaTHU3UpPOBAHA U JIaXKe
IpUMEHEHA B MOJIEBBIX YCIOBUSAX ISl aHAJIM3a HEMOCPEACTBEHHO Ha MecTe oTOopa. B
HACTOsIIIIee BpeMsi 3TO HaumboJiee SKOHOMUYECKH BBITOAHBIM METOJ OTOOpa H
NOJATOTOBKM TPOoO okpyxatomei cpeabl. [ITOMD Obia ycnemHo npuMeHeHa Ajis
CKpUHUHTa NMpoaykToB TpaHchopmanmu HJIMI' B 06pa3iiax mouBsl U B COYETAHUH C
['X-MC mno3Bonuia uAeHTUGUIHUPOBATH MHOTHE DPAaHEE HEU3BECTHBIC IPOIYKTHI
Tpanchopmanu. B cpaBHeHMM ¢ TOAXOJaMH, OCHOBaHHBIMH Ha JKCTPAKIIHH
pactBopureneM, [ITOMD obecnieunBaeT 60jee HU3KUE MpPEEabl OOHAPYKEHUS IS
JIETYYUX aHAJTUTOB 0€3 He0OXOIMMOCTH JIOTIOJTHUTEILHOTO 3Tara KOHIIEHTPUPOBAHMSI.

TouHnoe ompesaeneHne MOMAPHBIX NPOAYKTOB TpaHchopmaruu HIMI ¢
ucrnosibzoBanueM [ITOMD orpanmdeno wMatpuuabiM dddexrom. CymecTByer
HECKOJIBKO  TOJAXOJOB,  HCIIONB3YEMBIX JUISI  ONPENEICHHs  OpPraHUYECKHUX
3arpsi3HUTENEN B 00pasiiax mouBkl ¢ Ucnoiab3oBaHueM [ITOMD, HO GOJNBIIMHCTBO U3
HUX JIENA0T MPOOOMOArOTOBKY €lie 0oJiee CIOXKHOM, YeM TPaAUIMOHHBIE METOIbI.
Psin npo6enoB B 3Hanusx o [ITOMD orpannumnBarot pa3paboTKy MPOCTHIX U TOUHBIX
METOJIMK aHaJIN3a TBEPBIX U JPYTUX CI0XKHBIX 00pa3ioB. Camblil MPOCTON MOIXO K
KOHTPOJII0O MaTpUYHOTO 3(¢eKkTa OCHOBAH HA METOJIE€ M30TOIHOI0 pa30aBiIeHMS,
KOTOPBIN TpeOyeT MOPOroCTOSIIUX M30TOMHO-MEUYEHBIX CTaHAapTOB. B muteparype
omnucaHa MeTojuka ompeaeneHus 1-mertun-/H-1,2,4-tpua3zona ¢ HUCHOJIb30BAHUEM
[ITOMD-I'X-MC u neiTepupOoBaHHOTO aHAJINTA B KAYECTBE BHYTPEHHETO CTaHAapTa,
KOTOpas TO3BOJIMJIA OOECMEYUTh MPABUIBHOCTh OMpPEAENCHUs C HaOIIogaeMoi
crenenpto u3BneueHus or 90 mo 120%. B ompenenenum nyxpatorcs 6omee 50
poaykToB Tpancpopmanuu HJIMI', nist kakaoro u3 KOTOPBIX HEOOX0uMa TTOKYTIKa
WIN CHHTE3 W30TOMHO-MEUEHOTO CTaHAapTa. Takke MOXHO OOOMTHCH KaTuOpPOBKOU
METOJIOM J100aBOK ISl ONPEAEICHUs XUMHUUECKH CTA0MIIbHBIX aHAJTUTOB C MOMOUIBIO
JOCTYIIHBIX B JabopaTopuu cTaHaapToB. lcnosb3oBaHue KaluOpPOBKM METOIOM
BHYTPEHHETO CTaHJapTa OCJOXKHAETCS BBIOOPOM HAJJIEKAIIero BHYTPEHHETO
cTaHaapra, o0JadaronIero CX0KUMHU (PU3UKO-XUMUYECKUMU CBOMCTBAMHU C aHAJTUTOM.
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Ha cerogusiauii 1eHb B IUTEpaType HEIOCTATOYHO MH(POpMAUU 00 ONpeaesieHun
OonpmmHCTBA POoAYKTOB Tpanchopmaimu HIAMI ¢ ucnonszoBanuem [ITOMD.

[{enpro JaHHOTO KCCIeI0BaHus Oblia pa3pad0TKa MPOCTHIX M OBICTPHIX METOAUK
onpeaesieHus npoaykros Tpanchopmanuu HJIMI' B mouBe u Bojie ¢ UCHOJIb30BAHUEM
TBepA0(ha3HON MUKPOIKCTPAKIIH.

Jlnst 3anonHeHus mpoOenoB B 3HAHUSIX U AOCTUKEHUS LIeJIU UCClIeJOBaHUs ObUIH
c(hopMyITUPOBaHbI CIEAYIOIINE TUTIOTE3bI:

— MTA-d3 MoxeT ObITh UCIIOJIB30BaH B KaUe€CTBE BHYTPEHHETO CTaHIapTa s
KOJIMYECTBEHHOTO OMpENEICHUs] JIPYTruX MPOIYKTOB TpaHCc(opMaIuu, HUMEIOIINX
Onmu3Kue (PU3NKO-XUMHYECKHE CBOMCTBA (TeMIepaTypy KUICHHUS, TOJISPHOCTD);

— npoayktel  TpaHcopmanmum  HJIMIT  moryr  ObITh  OmIpeneneHsb
MOJIYKOJIMYECTBEHHO C HMCIOJIb30BAaHUEM KaJTMOPOBOYHBIX T'pa(HUKOB, MOTYYEHHBIX
MyTEM AaHAIN3a OPTaHWYECKUX HSKCTPAKTOB W3 PA3JIUYHBIX IOYB, 3arpsA3HECHHBIX
HIAMT;

— KamuOpoBKa 10 BHEUIHUM CTaHAapTaM oOecleyuBaeT MPaBUIBHOCTD
onpeneneHus nmpoaykroB tpanchopmaruu HAMI' B Bojie ¥ BOJIHBIX DKCTpAaKTax U3
II0YB ¢ HAaOJII0JaeMON CTENEHbI0 3BjeueHus B quamnazone 70-130%:;

— COYETaHUE METOJ/I0B BHYTPEHHET0 cTaHaapTa (¢ ucnoib3oBanueM MTA-d3) u
100aBOK YyJIy4dIlIaeT MPaBUILHOCTh ONpeETIeHUs MPoayKToB TpaHchopmaruu HAMI
MO0 CPABHEHUIO C METOJ0M 100aBOK.

JInst 1OoCTUXKEeHUsl MOCTaBIEHHON el ObUIM C(HOPMYJIUPOBAaHbI CIEAYIOIINE
3a/1a4n:

1) W3ydeHue BIusSHUS MaTPUIlbl HA TMPABUILHOCTH OMPEACIICHUS MPOTYKTOB
tpanchopmanmu HIMI B oOpasiiax mouBsl ¢ ucnojb3oBanueMm [ITOMD.

2) Uzyuenue  BausHus  napametpoB  [ITOMD Ha  mpaBUIIBHOCTD
OJIHOBPEMEHHOTO OIPEACIICHUS TPEX OCHOBHBIX TPOYyKTOB Tpanchopmaruu HJIMI B
obpasmax mouBsl — H/IMA, JIM®A u MTA ¢ ucnonb30BaHHEM BHYTPEHHETO
cranaapra (MTA-d3);

3) IloctpoeHue KOppessiuu MEXIYy COOTHOLIEHHWEM OTKIIMKOB IPOJYKTOB
tpanchopmarnmu HJIMI™ u BHyTpeHHETO CTaHAapTa, MOJIYYCHHBIM C UCIIOIh30BAaHUEM
[ITOMD, u uxX KOHIIEHTpAIUIMU B 00pa3iax MoYB ¢ MECT MAJICHUNA OTACISIOIIUXCS
4acTel pakeT-HOCUTEIIEH;

4) Pa3zpabotka u ampoOanusi METOJUKH  OMNpEJETCHUS  MPOAYKTOB
tpancopmanmu HJIMI' B oOpasinax BOABI M BOJHBIX JKCTPAKTOB M3 TMOYBBI C
ucnojb3zoBanueM I X-MC u I'X-MC/MC;

5) PazpabGorka u  amnpobamusi METOAMKMA  ONpeAeNieHUs  MPOAYKTOB
tpancopmanmu HIAMIT B oOpasznax mouBbl ¢ wucnonb3oBaHueM [ITOMDI-I'X-
MC/MC.
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2 OKCHEPUMEHTAJIBHASA YACTb

2.1 MarepuaJjibl M peareHTbl

B tabnuiie 5 mpencTaBieH CIMCOK LETIEBBIX MPOAYKTOB Tpanchopmaruu HIAMI
U WX OCHOBHBIE (DH3UKO-XMMHUYECKHE CBOWCTBA W mpousBoautenu. HJMI
UCIOJIb30BAIM YUCTOTOM >99,5% (Aldrich, CIIIA). N30TonHO-MeueHbIi BHYTPEHHUMA
cranaapt MTA-d3 (uucrota >98,3%) nonyuen ot MHCTUTYyTa XUMUYECKUX HAYK UM.
A.b. bekTypoBa, COTpyAHHUKH KOTOPOI'O CHHTE3UPOBAINA €r0 C HCIOJIb30BAHUEM
METOIOB, OITMCAHHBIX B paboTax [129,130], u ioameTtana-d3 (Sigma-Aldrich, CILIA).
Uucrtory BemiectBa onpeaensiu MerogoM ['X-MC (pucynok 3).

20r MTA-d3

16

I 86
14
12+
10+
0,8
06 59
04

MHTeHCMBHOCTL curHana, x 10 -6

30
0,2 -
L | 40 83
0,0 L il oo L call
30

T T T T T 1
20 40 50 60 70 80 90 100

m/z

Pucynox 3 — Macc-cekTp UCoib30BaHHOTO 117151 pazpaboTku metoauku MTA-d3,
MOJIYYeHHBIA MOHU3ALUEN 3JIEKTPOHAMU NpU cTanaapTHo sHepruu (70 >B)

Metanon wu aneronutpun kimacca BOIXX  (AppliChem, [I'epmanus)
UCIIOJIb30BAIM B KA4yeCTBE OpraHUYEecKUX pactBoputeneir. [loOaBku B BHIE
Ba(OH),:8H>O (NevaReactiv, Poccusi) u BaO (NevaReactiv, Poccus)
npeaBapuTeabHO BbiaepkuBanu rmpu 70°C B TeueHue 5 4 B BaKyyMe.

Jns TOMD ucnosib30Baiu 3KCTPAKIIMOHHOE TTOKPHITHE HAa OcHOBE KapOokcena
u nommaumeruicuwiokcada (Kap/IIIMC, Supelco, CIIA) TommmuuO# 85 MKM.
DKCTpaKIIMOHHOE MOKPBITHE NIEPE] UCTIOIb30BaHUEM KOHAUIIMOHUpOBau 1pu 250°C
B T€YeHHE 2 Y. OKcnepuMeHTbl o TAOMD mnpoBOAMIUCH € HCIOJIb30BAaHUEM
npo3payHbix Buanl o0bemom 20 M ¢ oOxumuHbiMu (HTA, HWranus) wu
3akpyuuBaromumes  (Agilent, CHIA)  kpblikaMu ¢ NPOKJIAJAKaMU U3
noJuteTpadTOpITUICHA/CUIMKOHA (Sun Sri, CIIA), IPEIBAPUTEILHO
KOHJIUIIMOHUPOBaHHBIX npu 150°C B TeueHue 2 u.

3arpsasHenne noussl HIMI' u skcTparnpoBaHne METAHOJIOM OCYIIECTBIISIN C
ucroiab3oBaHueM npo3paunsix Buai (HTA, WMtanus) ¢ 3akpydnBaromMMcs KpbIIIKaMH
U TpoKJaAKaMu u3  mnojuTeTpadropatmiieHa/cunukona  (Sun - Sri,  CIIA),
NpeABapUTEIbHO KOHAMIMOHUpOBaHHBIMUA TIpU 150°C B TeueHue 2 4. AHaJIN3 BCEX
HKCTPAKTOB MPOBOIUINCH C UCTIOIB30BAHUEM BHAJ U3 TEMHOTO CTEKJIa 00BEMOM 2 MIT
C 3aKpYyYHUBAIOIINUMUCS KPBIIIKAMH1 u MPOKJIATKAMHU u3
nosmrerpadTopITUiIcHa/Kaydyka (Agilent, CIIIA).
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Monekynspubie cuta 4A (NaA) ¢ nuamerpom rpany: u nop 3,2+0,3 mm u 0,4
oM («PEAJI COPb», SpocnaBiab, Poccus), COOTBETCTBEHHO, HpPEABAPUTEIHHO
aKTUBUpOBaiH B MydenpHoi neun npu S00°C B Teuenue S 4.

Tabnuma 5 — Criucok u3yueHHBIX poayKToB Tpancpopmarmu HIMI u ux ocHoBHBIE

(U3HKO-XMMHUYECKHE CBOWCTBA

Coenunenue

M,

TKI/IH.,

log

ksk
(anctora (%), MPOUCXOXKIECHNE) CAS No. a.e.M. °C Kow pKa
1 2 3 4 5 6
[Mupunus (>99,5%, Aldrich, CIIIA) 110-86-1 79,1 115 | 0,65 | 5,23
[Mupasun (>99,5%, Aldrich, CIIIA) 290-37-9 80,1 115 |-0,26 | 0,92
JumMeTtminaMmuHoaneToHUTpui (>98,0%, Sigma x
‘Aldrich, CILIA) 926-64-7 84,1 137 |-0,44"| 5,24
1-Metwuin- 1 H-tupazon (>98,0%, Meryer, Kuraif) 930-36-9 82,1 127 0,23 | 2,25
N-Hutpozonumetminamus (>99,5%, Supelco,
CIIIA) 62-75-9 74,1 154 |-0,57 |-3,63
N,N-Inmetundopmamu (>99,8%, Lab-Scan, 68-12-2 731 153 | -1.01|-0.44
[Tonpmma) ’ ’ ’
1-Metun-/H-1,2,4-tpua3zon (98,0%, 6086-21-1 ]3 1 178 |-0.21%| 3.30
Fluorochem) ’ ’ ’
N-Metundopmamua (>99,5%, Meryer, Kuair) 123-39-7 59,1 199 |-0,97 [16,48
1-®opmuin-2,2-numerunruapasut (>99,5%, .
3298-49-5 88,1 75 |-1,70"|13,65
LIKIT HO «ApxkTtuka», Poccust) ’ ’ ’
1-Merun-/ H-umunazon (>99,5%, Meryer,
16-47- 2,1 1 - 1
Kuraif) 616-47-7 82, 96 0,06 | 7,0
®opmamua (>99,5%, Meryer, Kurait) 75-12-7 45,0 220 |-1,511(16,50
Humernnrunpa3on 2-gpypanpaeruna (>97,0%, x
14064-21-2 138,2 2,1
Aldrich, CIIIA) 06 38, 77 0.9 10
1 H-TTupazon (>98,5%, Aldrich, CIIIA) 288-13-1 68,1 187 | 0,26 |14,00
- -1H- > 0
3-Merun-/H-niupa3zon (>97,5%, Alfa Aesar, 01453-58-3 82.1 204 | 0.61° | 14.56
CIIIA)
3,5-Aumerun-/ H-nupazon (>99,0%, ABSR,
-51- 1 21 1,01 15,11
Tepmanus) 67-51-6 96, 8 ,0 5,
2,5-Iumerunnupasus (>98,5%, Aldrich, CIIIA) 123-32-0 108,1 155 | 0,63 | 1,91
2,6-Iumerunnupasus (>98,5%, Aldrich, CIIIA) 108-50-9 108,1 156 | 0,54 | 2,45
2,3-Jlumetunnupasut (>99,5%, Aldrich, CIIIA) 5910-89-4 108,1 156 | 0,54 | 1,91
2,3,5-Tpumerunnupasut, (>99,5%, Aldrich, 14667-55-1 1222 171 0.95 | 2.69
CIHA) 2 2 b
1-Tpuneitrepomerun-1 H-1,2,4-tpuazon .
/ 87,1 178 |-0,21" | 3,30
(>98,3%, UXH, Ka3zaxcraHn) A ’ ’ ’
1H-1,2,4-Tpuazon (>98,5%, Aldrich, CIIIA) 288-88-0 69,1 260 |-0,58 {10,49
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[Tpomomxkenre TabIUIIbI 5

1 2 3 4 5 6
2-Metunmupasus (>99,5%, Aldrich, CIIIA) 109-08-0 94,1 137 | 0,21 | 1,70
3-Metunnupuaut (>99,5%, Meryer, Kurait) 108-99-6 93,1 144 1,20 | 5,52
2-Otun-1 H-umugaszon (>98,5%, Meryer, Kuraii) | 1072-62-4 96,1 274" | 1,10" [14,38
1H-Nmupgazon (>99,0%, Meryer, Kuraii) 288-32-4 68,1 257 1-0,08 [13,89

HKII HO «Apkruka» — Llentp Komnexkrunoro IlonezoBanus Hayunsim OOGopynoBaHuem
"Apktuka", CeepHblii (ApkTHueckuil) QenepanbHblii yHuBepcuter uM. M.B. JlomoHOcOBa,
Apxanrenbck, Poccust; UXH — Muerutyr xumumdeckux Hayk uM. A.b. BekrypoBa, Anmarsl,
Kazaxcran; o/ — HET TaHHBIX.

* — 3HauyeHus, NPOTHO3UpyeMble C wucnonb3zoBanuem mnakera EPI Suite Bepcun 4.11 (US
Environmental Protection Agency's Office of Pollution Prevention and Toxics and SRC, Inc.) [131].
** — 3HaueHHs B3ATHI M3 0a3bl NTaHHBIX XUMHUYECKOH pedepatuBHO ciayxObl (anria. Chemical
Abstracts Service, CAS [132]), a Takke OCHOBaHBI Ha pacueTax C WCIOIH30BAaHHEM IaKeTa
ACD/Labs Bepcuu 12.00 (Advanced Chemistry Development, Inc.).

2.2 O0opyaoBaHue U IapaMeTpbl

22.1TX-MC

DKcnepuMeHThl TpoBogwiIM ¢ ucnoias3oBanueM ['X-MC 6890N/5973N
(Agilent, CIIIA) u 6890N/5975C (Agilent, CIIIA).

['X-MC 6890N/5973N (Agilent, CIIIA) 6511 OCHaIIIEH YCTPOUCTBOM JJIsl BBOJIA
po0 ¢ BO3MOXKHOCTBIO Aesienus motoka (split/splitless inlet), aBrocammiepom Combi-
PAL (CTC Analytics, llIBeitapus) u kanmisipHoit kosonkoit DB-WAXetr (Agilent,
CHIA) pnunoit 60 M, BHyTpeHHUM auameTpoM 0,25 MM M TOJIIMHOW IUJICHKU
MOJISIPHOM CcTallMOHAapHOW (ha30i Ha OCHOBE mMoJMATHISHr UKo 0,5 mxm. ['emmit
Mapku «A» (>99,995%, OpenOypr-Texra3, Poccust) mogaBancs mpu MOCTOSIHHOM
CKOPOCTH TIOTOKa 1 MJI/MUH.

Jnst necopOLMM aHAJIMTOB € SKCTPAKIIMOHHOIO TMOKPBITUS YCTPOMCTBO IS
TOMD BBoawiu Ha 5 MuH B Harpetoe a0 240°C ycrtpoiicTBo 1j1si BBoAa mpod I'X,
OCHAIEHHOE CTEKJIIHHBIM MPSIMBIM JIAHHEPOM C BHYTpeHHUM auamerpoM 0,75 Mm
(Supelco, CIIIA) 06e3 nenenuss notoka. IlpogyBky mpokmanku (50 Mia/MuH)
aKTUBUPOBAIM COycTs 1 MUH Tocie W3BJEYEHHUs ycTpoictBa mias TOMD ¢
MOCJICAYIOIINM TIEPEKIIFOYCHUEM B PEKUM SKOHOMUU Taza-Hocutens (15 mi/mun).

Jlns aHanmm3a )KUIKUX SKCTpakToB 1,0 MK riibTpoBaHHOTO 0Opa3iia BBOIUIN
B ycTpoiicTtBo juisi BBoja mpoO I'X, marperoe mo 240°C Ge3 aeneHuUs MOTOKA C
UCIOJIb30BAaHUEM MHKpommpuia oobemMoM 10 MK ¢ TedIOHOBBIM IUTYHKEPOM
(Hamilton, CILIA).

J{ns ananmza oOpa3ioB MOYBBI HArPEB TEPMOCTATA KOJOHOK MTPOrPaMMUPOBAIIH
cnenyromuM obpazoM: HadanbHas Temneparypa 40°C ¢ BBIIEPKKON B TEUCHHE 5 MUH,
3aTreM HarpeB co ckopocThio 5°C/mMuu 10 240°C ¢ mocnenmyromieil BBIACPKKOW B
teueHue 10 muH. OO011ee BpeMsi aHaIn3a COCTaBIISLIO 55 MUH.

43



Jlnst aHanu3a 0Opas3IoB BOJBI M BOJHBIX JKCTPAKTOB TEPMOCTAT KOJOHOK
BBIJICP)KMBAIM TNIpU HavyanbHOU Temmepatype 40°C 5 MHH, 3aT€M HarpeBajid CO
ckopoctbio 3°C/muH no 240°C. OOmiee Bpems aHaIM3a COCTABIISUIO 72 MUH.

Cnucok 1eneBbIX COeUMHEHUN U X BpEMEHA YIepKMBaHUsl YCTaHABIUBAJH 10
pesynbTataM ananusa 3arpssHeHHoro HJIMI™ o6pasna mousst MetogoM [ITOMO-TX-
MC B pexuMe TMOJIHOTO CKaHMpPOBaHUS HWOHOB B jauanazoHe m/z 34-150.
W nentudukaiuio nukoB npoBoauu no oudiaunorexam Wiley 10-oii Bepcun u NIST11.
[Tocnenyromiee NETEKTUPOBAHKME MPOBOJUIN B PEKMME MOHUTOPHUHIA BBIOpPaAHHBIX
noHoB (SIM, selected ion monitoring), pa3aenuB HOHBI HAa TpynIbl (Tabnuua 6). Bpems
CKaHUPOBAHUA KaXXJIOr0 OCHOBHOTI'O MOHa cocTaBisiiio 200 Mc, TOMOTHUTEIBHOTO —
100 mc. ns ananuza BoJbl ¢ ucnoiab3oBaHueM [[TOMDI-I'X-MC aerekTupoBaHue
TaKk)Ke BBINMONHSUIOCH B pexkume SIM (tabmuma 7). Temmneparypsl uHTepdeiica,
MCTOYHUKA MOHOB M KBajapynouss coctaBisim 250, 230 u 150°C, coOTBETCTBEHHO.
3azep KKy pacTBOpPUTENA 3a/1aBaiu paBHOM 20 MUH.

Tabmuua 6 — [Iporpamma mMacc-CEeKTPOMETPUUYECKOTO JETEKTUPOBAHMS MPOAYKTOB
tpancopmanu HIMI' B pexume SIM, ucnonb3yemas yisi aHaidu3a IMOYBHI U
OPTraHUYECKUX DKCTPAKTOB U3 IIOYBBI

CoortHo-
m/z
m/z HICHUE
RT, JIOTIOIHHU- Hauano,
Coenunenue OCHOBHOTO UHTEHCHB- | No Tp.
MUH TEIHHOTO . MUH
HOHa HOCTEH
HMOHA
HOHOB, %
1 2 3 4 5 6 7
[Mupazun 22,6 80 53 40
JIMAAH 23,2 83 84 56 | 0.0
1-MeTun-1H-niupa3zon 23,6 82 81 41 ’
1,3-AumeTnn- 1 H-nupazon 25,1 96 95 70
HIMA 25,8 74 42 51
JIM®DA 26,4 73 44 54 2 25,4
1,4-Tumernn-/ H-nupa3zon 26,7 95 96 93
JlumeTunimanamMu,g 27,5 69 70 45 3 274
1,5-Tumernin- 1 H-muapazo 28,0 96 95 59 ’
2-Metun-2H-tetpa3on 28,5 56 57 35 4 533
N,N-/lumeTnnaneramMmu/i 28.5 44 43 52 ’
MTA 33,3 83 56 40
6 32,9
MTA-d3 33,3 86 59 44
1,3-Aumerun-4H-1,2,4-tpuazon | 34,1 97 56 37
N-Metundopmamug 34,6 59 30 54 7 33,9
1-®opmun-2,2-qumetunaruapasusd | 34,7 59 88 10
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[Tpomomxenne TabIUIIbI 6

1 2 3 4 5 6 7
1-Metuin-1 H-uMunasoin 35,7 82 81 16
dopmana 37,9 45 43 25 g 35.5
1,3-lumeTun-2-nupazon-5-oH 37,9 112 43 39
1H-munaszon 38.4 68 41 56

[Mpumeuanue: RT — Bpemst ynepxuBanus (retention time) muka Ha XpoMaTorpamme, MHH; M/Z —

OTHOIIIEHHE Macca K 3apsny (mass-to-charge) noHa B MAacC-CIIEKTPE COSAMHEHUS, a.€.M.

Tabmuua 7 — [Iporpamma mMacc-CEeKTPOMETPUYECKOTO JETEKTUPOBAHUS MPOJTYKTOB
tpanchopmanmu HIIMI B pesxxume SIM, ucnonb3yemast st aHaanu3a BOJbI U BOJIHBIX
DKCTPAKTOB U3 MIOYBBI

CooTtHo1ieHne
m/z
RT, m/z NOTOJIHU- HHTECHCHB- Hauano,
CoenuneHne OCHOBHOI'O . No rp.
MHH TEJIBLHOTO HOHA | HOCTEH MOHOB, MUH
HOHa o
%0
[Tupazun 27,8 80 53 32 1 25,0
JIMAAH 29,2 83 84 59
2 29,0
1-Metun-/H-nupazon | 29,8 82 81 45
HIMA 33,1 74 42 37
3 33,0
MDA 33,8 73 42 42
MTA 44,9 83 56 34 4 44,0
1-® -2,2-
OPMII=2, 476 | 59 88 10
JTUMETUITHIPA3UH 5 46,0
1-Metun-1H-umugazon | 49,2 82 81 20
dopmamua 52,9 45 43 25
6 51,0
1H-1Tupazon 53,6 68 42 40
[Ipumeuanue: RT — Bpems yaepkuaHus (retention time) muka Ha XpomaTorpamme, MHH; m/z —
OTHOIIIEHHE Macca K 3apsay (mass-to-charge) noHa B Macc-CIIeKTPe COSUHEHUS, a.€. M.

['X-MC 6890N/5975C (Agilent, CIIIA) 6b11 OCHaIlIEH YCTPONCTBOM JJIsi BBOJIA
po0 ¢ BO3MOKHOCTHBIO JiefieHus nmotoka u aBrocamruiepom HT280T (HTA, Urtanus).
[TapameTpsl necopOiuu, MPOMYBKH CENTHI M PEXUMa IKOHOMHHM Ta3a-HOCUTEIS
anaorngnbl [ X-MC 6890N/5973N u onricaHbl BHIIIIE.

Xpomartorpadudeckoe paseiacHie MPOBOIWIN Ha KaMWIIIpHOU Koimonke HP-
Innowax (Agilent, CIIIA) 30 M x 0,25 MM ¢ TommuHOM TuIeHKH 0,25 MKM ITPU CKOPOCTH
notoka 1 miyi/mMuH renust Mapku «A» (>99,995%, OpenOyp-Texras, Poccus). Harpes
TEPMOCTATa KOJIOHOK MPOTPaMMHUPOBAIM  CIEIYIOLIMM 00pa3oM: HadalibHas
temriepatypa 40°C (BblAep’KKa B TEUYEHHE 5 MHH), 3aT€M HArpeB €O CKOPOCTHIO
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5°C/mun no 100°C, 3atem HarpeB co ckopocthio 10°C/mun go 140°C, u 3atem
OKOHYATENbHBIN HarpeB co ckopocthio 20°C/mMun o 240°C ¢ mocrnenmyromen
BBIJICPKKOM B TeueHue 5 MuH). OO011ee BpeMs aHaiau3a cocTaBisuio 31 MuH.

HMoHnn3anuio 3JeKTpOHAMHM NPOBOAWIIN IIpU CcTaHaapTHOM sHepruu 70 3B ¢
NOCJIEYOUIUM JIETEKTUPOBaHUEM B pesxuMe SIM, pa3ienuB Bce HOHBI Ha IBE TPYIIIbI
(nepBast — HAMA u JIM®A, Bropas — MTA u MTA-d3). Bpems ckaHupoBaHus
Ka)KJIOTO MOHA BBICTABIISLIIM PABHOM 7151 OCHOBHBIX HOHOB 200 MC M 1OMOJIHUTENbHBIX
50 Mc. [leTekTupyembie OCHOBHBIE (onoHUTENbHBIE) HOHBI MTA, MTA-d3, HIMA
u JIM®A cootBercTBOBamu m/z 83 (56), 86, 74 (42) u 73 (42). Temmeparypsl
uHTepdeiica, UCTOYHUKA HOHOB W KBaapymnods coctaBmsuin 250, 230 u 150°C,
COOTBETCTBEHHO. 3a/epKKy pacTBOpuTeNs 3adaBaiu paBHod 10 muH. Bpewms
yaepxuBanust MTA (MTA-d3), HIMA u [IM®A nabmonanocs Ha 20,5, 14,5 u 14,7
MUH, COOTBeTCTBeHHO. CoOpaHHBIE B XOJi¢ aHaiIW3a JdaHHbIE OOpabaThIBAM C
UCIOJIb30BaHUEM IporpammHoro ooecnedennss MSD ChemStation E.02.02.1431 SP1.
Jlns upeHTUdUKAIIA THKOB 110 Macc-CIIEKTpaM HCIoJib3oBanu ounbdaroreku Wiley 10-
i Bepcun u NIST11 (CLLIA).

222 TX-MC/MC

OKCHepUMEHThl MTPOBOJMIIM HAa Ta30BOM Xpomarorpade ¢ TaHAEMHBIM Macc-
CIIEKTPOMETPUYECKUM JIETEKTOPOM THUIIA «TpOoilHON KkBanpymoiab» GCMS-TQ8040
(Shimadzu, Snonus), ocHamenubiM aBtocamiiepoM AOC-5000 Plus (Shimadzu,
SAnonus) u xkanwuisipHod kononkoi HP-INNOWax 60 m x 0,25 MM ¢ TONIIMHON
CTaIlMOHApHOM (ha3bl HA OCHOBE MOJSIPHOTO MoJuATHIIeH KOs 0,25 mxMm (Agilent,
USA), zamummennoit npeakosonkodn 1,0 m x 0,25 mm (Restek, CIIA), xotopas
UCIIOJIb30BAIACh TAKXKe JUIsl KpHO(OKyCHpOBaHUSI aHANMUTOB. ['enuit unctoToit Goee
99,9999% (H1UN KM, Poccusi) nogaBaiu B KOJOHKY JJIsl JOCTHUXKEHUSI TTIOCTOSHHOTO
naenenust 114,7 xIla. Jlnga ananuza TepMocTaT KOJIOHOK BBIAEPKUBAIU B TEUEHUE 5
muH nipu 40°C, a 3aTeM HarpeBaiu co ckopocThio 5°C/muH 10 250°C ¢ mocneayromei
BbIIepKKOH B TedeHue 10 muH. Ob1iee BpeMs aHaau3a COCTaBIsUI0 57 MUH.

JecopOuuio aHaIMTOB C BOJIOKHA TMPOBOAWIM C  HCIOJIb30BAHUEM
IporpaMMupyeMoro ycrpoiictsa 1is BBojaa npobd Optic-4 (GL Sciences BV, SAAnonus),
OCHAIIECHHBIM MPSIMBIM CTEKJISTHHBIMU JIAMHEPOM C BHYTPEHHHM JauameTpoM 1,0 MM
(GL Sciences BV, Sfnonus) 6e3 neneHus MoTtoka. YCTPOWCTBO Jisl BBOJA MPoO
IPOrpaMMHPOBAIIH C UCIIOIb30BAaHUEM PaHEE ONTUMU3UPOBAHHOM NIporpamMMsl [8,83]:
ucxognas temmneparypa 170°C (Beinepxkka B Teuenue 0,1 MuH), 3aTeM HarpeB co
ckopoctbio 5°C/c o 300°C (Bwimepkka B TedeHue S0 mun). J{s aHanm3a SKCTPaKTOB
BBOMIH 1,0 MKJT 00pasiia B yCTPOMCTBO ISl BBOJA MPOO, OCHAIIEHHOE CTEKIITHHBIM
naitHepoM co ctekioBosiokHOM (GL Sciences, flmonus) u mporpammupyeMoe o
aHAJOTUYHOM cxeMe necopOiuu npu naeneHun mnotoka 5:1. 3ammcs ['X-MC/MC-
XpoMaTorpaMM HAauMHAJIM T[IOCJE€ CTapTa HarpeBa KpuUOJOBYIIKUA. [IpoayBky
npoxanku ucrmaputens (10 Mi/MUH) U peKUM SKOHOMUU Taza-Hocutens (15 mur/mMuH)
BKJIIOYAJM yepe3 | 1 2 MHUH moclie Hayala aHalin3a, COOTBETCTBEHHO.

[TapameTpbl XUMUYECKON MOHU3aLUU ObLTH ONTUMHU3UPOBAHBI
HKCIIEPUMEHTAJIbHO: XHMMHYECKash HMOHM3alusi C OOpa30BaHUEM IMOJIOXKUTEIBHO
3apsbkeHHbIX MOHOB (IIXM); naBnenuwe peareHt-raza (MeraH yuctoTod >99,99%,
Monitoring LLC, Canxrt-IletepOypr, Poccust) 240 xlla; sueprus snexrponos 30 3B;
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ToK sMuccuu 150 mMkA. MoHM3aluMIO 3JIEKTpOHAMU MPOBOAWIM MPU CTAHIAPTHOMU
sHeprun 70 5B. TemmnepaTypbl ICTOYHHKA HOHOB 1 HHTEpdeiica cooTBeTcTBOBamu 150
u 250°C.

3aiepKKy pacTBOpuTeNsl BbicTaBisuid paBHou 20 mMuH. JleTekTop pabortan B
peXHMME MOHUTOPHHIa MHOXecTBeHHbIX peakuuid (MRM, multiple reaction
monitoring) (Tabauubl 8 U 9) U B peKUME CKAaHUPOBAHUS BBHIOPAHHBIX HOHOB Ha
nepBoM kBajzpynoisie (Q1 SIM, selected ion monitoring on the first quadrupole) c
UCIIOJIb30BaHUEM M1/Z POJUTEIILCKUX MOHOB, YKa3aHHbIX B Ta0iuie 10, 1 BpeMeHH
ckaHupoBaHusa Kaxjaoro wona 100 mc. [Ins BTopuuHOM (PparMeHTaIlMy JaBJICHUE
aprona (>99,998%, NII KM, Poccus), momaBaeMoro B SYEHKy COyAapeHus,
coctasisio 200 xIIa.

Tabnuna 8 — [Iporpamma mMacc-CEeKTPOMETPUUYECKOTO JETEKTUPOBAHUS MPOJYKTOB
tpanchopmammu HIIMI' B pexxume MRM, ucnonwszyemas misi aHaiud3a MOYBHI H
OPTraHUYECKUX DKCTPAKTOB U3 MOYBBI

Bpewms m/z CootHomieHne
m/z OHeprus
RT, | ckaHupo- |poauTeinn- MHTEHCUBHOC-
Coenunenue JIOYEpHEro | coyaape- .
MUH | BaHHS CKOTO TeH ToYepHUX
HOHA nus, 5B o
MOHA, MC HOHA HOHOB, %
1 2 3 4 5 6 7
[upunuu 22,2 100 80 53 (27) 19 (25) 37
[Tupazun 23,3 100 81 81 (28) 16 (20) 63
2-MeTunnupasud 25,3 100 95 68 (54) 16 (16) 92
3-MeTtwimupuanH 26,4 100 94 41 (78) 20 (16) 86
HIMA 26,9 100 75 43 (58) 16 (10) 35
2,6-lumernnnupazun | 27,2 100 109 41 (82) 20 (12) 41
2,6-/lumeTnnnupasux 27,4 100 109 41 (68) 20 (14) 33
JIM®DA 27,4 100 74 46 (31) 10 (16) 39
2,3-Jlumernnnupazun | 28,1 100 109 68 (42) 16 (20) 82
2,3,5-Tpumernnnupaszus | 29,9 300 123 42 (55) 20 (20) 81
MTA 35,0 200 84 57 (42) 12 (20) 29
MTA-d3 34,9 200 87 60 (46) 16 (16) 20
N-Metundopmamug 36,5 200 60 42 (32) 12 (10) 57
1-opu-2,2- 36,7 | 200 89 45(71) | 10(6) 16
JTUMETHIITHIPA3UH
I-Metun-1H-umunazon | 37,7 300 83 42 (56) 16 (12) 44
dopmamu 40,1 200 46 29 (44) 20 (28) 13
JIMETHITUAPAsOH 2- | 4 5 | 50 138 44 (111) | 20(6) 80
dbypanbaeruaa
1 H-TIupazon 40,8 200 69 42 (28) 16 (20) 23
3-Metun-1/H-nupazon | 41,5 200 83 42 (56) 16 (12) 43
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[Tponomxkenue TabaUIIbI 8

1 2 3 4 5 6 7
3,5-Jlumernn-/H-pason | 42,4 | 200 97 56 (28) | 12(16) 85
2-dtmn-1H-nvupason | 48,7 | 200 97 82(69) | 16(12) 24
[H-Vimupazon 50,6 | 200 69 42(28) | 16(26) 6
1H-1,2,4-Tpuason 546 | 300 70 43(28) | 16 (26) 29

[Ipumeuanue: RT — Bpems ynepkuBaHus (retention time) muka Ha XpomaTorpamme, MHH; m/z —
OTHOIIICHHE Macca K 3apsiny (mass-to-charge) mona B Macc-CrieKTpe COSIUHEHUS, a.€.M.

Tabmumna 9 — [Iporpamma mMacc-CIEKTPOMETPUUYECKOTO JETEKTUPOBAHMS MPOIYKTOB
tpanchopmarmu HIIMI B peskxume MRM, ncnomnbs3yemas 1j1st aHamu3a BOJIbI U BOJTHBIX
DKCTPAKTOB U3 MOYBBI

Bpewms
m/z CootHolieHue
CKaHHPO- m/z DHeprust
RT, poauTENh- WUHTEHCUBHOC-
Coennnenue BaHUs JIOYEepHEro | coyaape- .
MUH CKOTO Tel JOYepHUX
KaXKI0T0 HOHA Hus, 5B o
HOHAa HOHOB, %
MOHA, MC
[Mupuann 22,2 200 80 53 (27) 19 (25) 37
[Tupazun 233 300 81 81 (28) 16 (20) 63
HIMA 26,9 200 75 43 (58) 10 (16) 35
JIMDA 27,4 200 74 46 (31) 16 (10) 39
MTA 34,9 200 84 57 (42) 12 (20) 29
N-Metundopmamun | 36,5 200 60 42 (32) 12 (10) 57
1-® -2,2-
OPMILIZ, 36,7 | 200 89 45(71) | 10(6) 16
JTMMETHITHIPA3HH
1-Metun-1/H-umunazon | 37,7 300 83 42 (56) 16 (12) 44
dopmamu 40,1 200 46 29 (44) 20 (28) 13
2-
JUMETHATHAPAsOR 2- | 4 » | 5 138 | 44(111) | 20(6) 80
bypanpaerunga
1H-TIupazon 40,8 200 69 42 (28) 16 (20) 23
3-Metun-/H-nupazon | 41,5 300 83 42 (56) 16 (12) 43
3,5- -1H-
,-Humetin 24| 300 97 56.(28) | 12(16) 85
UPa3oi
[Tpumeuanue: RT — Bpems ynepkuBaHus (retention time) muka Ha XpoMaTorpamMme, MUH; m/z —
OTHOIIIEHWE Macca K 3apsiay (mass-to-charge) noHa B Macc-CIIeKTPe COSUHEHUS, a.€.M.
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Tabmuna 10 — [Iporpamma mMacc-CieKTPOMETPUIECKOTO JIETEKTUPOBAHHMS IPOTYKTOB
tpanchopmarmu HAMI B pexxume SIM Ha mepBoM KBaJpymoJie MOCiie XUMHUIECKOM
MOHU3AIMU C 00pa30BaHUEM MOJIOKUTEIBHBIX MOHOB JJIsI aHAJIM3a BOJBI M BOJIHBIX
DKCTPAKTOB U3 MOYBBI

m/z m/z TOTIOTHU- Coornomenue
RT, ! WHTECHCUB- Ne | Hauaro,
Coenunenue OCHOBHOTO TEJIBHOTO .
MUH HOCTEH MOHOB, | TP. MUH
MOHA MOHA o,

[Tupuann 22,2 80 108 5,0 1 20,0

[Tupazun 23,3 81 109 5,5 2 23,2

HIMA 26,9 75 74 1,9 3 155

JIM®DA 27,4 74 73 17,2 ’
MTA 34,9 84 112 5,5 4 30,0
N-Metundpopmamua 36,5 69 119 3,6
1-dopmmi-2,2- 36,7 29 90 24.6 5 35,8
JUMETHITHAPA3UH
1-Metun-1H-nmunazon | 37,7 83 111 4.6 6 37,3
dopmamMu 40,1 46 47 64,2
Jumernnrunpasos 2- 40.2 139 11 4.4 7 38,9
dbypanpaeruga

1H-TTupazon 40,8 69 97 7,0 8 40,7

3-Metun-/ H-nupazon 41,5 83 111 4.7 9 41,2

3,3-Humern-1H- 42,4 97 125 4,2 10 | 42,0
UPa30

[Ipumeuanue: RT — Bpems ynepkuBanus (retention time) muka Ha XpomMaTorpamme, MUH; m/z —
OTHOIIIEHHE Macca K 3apsiay (mass-to-charge) MoHa B Macc-ClIeKTpEe COSAMHEHHUS, a.€.M.

2.2.3 JIpyroe o00opyI0BaHHE

Onpenenenne monHOW (total) KOHIEHTpamMM TPOIYKTOB TpaHCcHopManuu
HAMI' (“cBOOOIHBIX” W CBS3aHHBIX aHAJIUTOB) B pPEaJbHBIX 00pa3lax MOYBBI
IPOBOJMIIM COTJIACHO METOJMKE Ha OCHOBE YCKOPEHHOM 3KCTPAKIMU PACTBOPUTEIEM
[74], no3Bonstomeit focturars 100% n3BnedeHus npoaykToB Tpancpopmannu HIAMI
U3 TMOYBBbI. DKCTPAKIMIO MPOBOJUIN C HCIOJb30BAHUEM CHCTEMBI CBEPXOBICTPOIA
skcTpakiuun ASE-350 (Thermo Scientific™ Dionex™, CIIIA), koTopasi MO3BOJISIET
MPOBOJUTH KCTPAKIIUIO OPTaHUYECKUX COCAMHEHUN W3 TBEPABIX U TOJIYTBEPIbIX
00pa3IoB KUJKUMHU PACTBOPUTEISIMU ¢ pabounm aasieHueM 10 100 6ap.

JInst cymiku ¥ MPEeKOHIUIIMOHUPOBAHUS BUAJ UCTIOJIb30BAIU CYIIUIBHYIO T1€Ub
SNOL (Poccust). Ananutudeckue Becbl 0bu1M puodpetensl y Ohaus (Kurait).

2.3 DkcnepuMeHTAJIbHBbIE 00pa3bl

Xonocteie o0pasibl nouBbl: necok (IIIT), nerkuit cyrnmunok (JIC) u Tspxenbii
cyrnmuHOK (TC) Obutm 0TOOpaHBI ¢ MECT TMAJCHUS OTACISIOMUXCS YacTe pakeT-
Hocurenelt B LientpansHoMm Kazaxcrane. JlaHHBIE MOYBBI XapaKTEPU30BAIUCH HU3KUM
cojaepxkannem opranuueckoro BemiectBa (0,12, 0,60, 0,90%, cooTBETCTBEHHO, MO
Merony Tropuna). Hailinenueie 3HaueHuss pH mouBbl (IO BOJHOUN BBITSIKKE)
cootBercTtBoBanu 7,0, 8,4, n 8,8. [louBa C BBICOKMM COAEPHKAHHEM OPTaHUYECKOTO
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BemecTBa (>13%) Obla mproOpeTeHa Ha pbiHKe . AnmaTtsl. [lepen ucmnonbp3oBaHuEeM
BCE MOYBbI BeICyIIMBaIM TIpu 110°C B TeueHue 5 4, mocjie 4ero mponycKaiu 4epes
CUTO C IMaMETPOM OTBEPCTUH | MMm.

AnpoOanyio ¥ CpaBHEHUE JABYX IOAXOAOB K INOJATOTOBKE IPOO Ha OCHOBE
YCKOPEHHOM 3KCTpakuu pactopuresnem u TOMO BBINOIHAINA HA IIECTH PEATBHBIX
oOpa3nax mo4YB, OTOOpPaHHBIX B pallOHE aBAPUMHOTO MAJCHUS PAKEThI-HOCUTES
«IIpoton-M» ¢ OnokoM kocmuueckux anmaparoB «[nmonacc-M» (2.07.2013,
46°03'36,8" c.m. u 62°59'43,9" B.a., Tabnuua 11). OT6op npod nposeneH croycts 1
cyTku mnocne aBapud. OOpa3lbl XpaHWINCh B TE€PMETHYHO 3aKpBHITHIX OaHKax B
xoJioauiibHuKe mpu 2-8°C.

Tabnuua 11 — M3yyeHnHbie 00pa3iibl O4B, OTOOpAHHBIE C MECTA aBAPUIMHOTO MaICHUS
paketbi-HOcuTens «[IpoToH-M» (2 utonst 2013 r.)

Kor Mecto or6opa mpob TyGuna orbopa,
oOpasma cM
1 DNUIEHTpP Kparepa 30-40
2 25 m ot snuuentpa (C-3 HanpasieHue) 0-20
3 90 M ot snunentpa (C-3 HanpaBieHHE) 0-20
4 140 M ot snunenTpa (FO-B HanpaBiieHue) 0-20
5 130 M ot snuenTpa (C-B HanpasiieHue) 0-20
6 230 m ot snunientpa (FO HanpaBnenue) 0-20

B kauecTBe peanbHBIX BOJHBIX OOpa3llOB BBICTYNATU OOpa3Ibl CHETa,
oToOpaHHble BONM3M >kene3HonopoxHOW cranuuu Toperam (Kbi3pui-OpauHckast
obsacte, Kazaxcran, 45°39'10,4" c.im., E63°19'11,9” B.11.), pacnonokeHHON Ha MyTH
TPAHCIIOPTUPOBKH PAKETHOrO TOIUIMBA Ha KocMoapoM baitkonyp (Ka3zaxcran).
MopenbHbie 00pa3ibl BOJBI TOTOBUJIN BBEJICHHEM CTAaHAAPTOB B AUCTHILTUPOBAHHYIO
U IPUPOAHYIO 03epHyIo (03epo Cakuzop, Kazaxcran, 54°4'26" c.u1., 75°36'34" B.11.).

2.4 MeToa0/10rMsl BHINIOJTHEHHUS IKCIIEPUMEHTOB

[IpaBuIIbHOCTH (OJIU30CTH PE3YIBTATOB U3MEPEHHBIX KOHIIEHTPAIIU B 00pasiie
K ICTUHHBIM 3HAYEHUSM) pa3padaThiBaEMbIX METOJIUK OIEHUBAIHN C UCIIOJIb30BaHUEM
Ha0JII01aeMOl CTENEeH! Mu3BJIeueHusl (TIEpeBOJI C AHIJIMHCKOro TepMHUHa ‘‘apparent
recovery’”), KOTOPYIO pPacCUMTBHIBAIM JCJICHUEM HANJACHHON KOHLEHTpAlMM Ha
HOMHUHAQJIBHYIO KOHIIEHTPAIMIO T.€. 3aJI0KEHHYIO JUIsl MOJENBHBIX 00pas3ioB, Ju00
OTIpEeJICIICHHYIO IPYTOi METOIMKOM aHau3a JJIsl peabHbIX 00pa3IloB.

HaGmogaemass cremenp u3BieueHus (R4), COTJIACHO PEKOMEHJAIUAM
MexayHapo HOTO CO03a TEOpeTUYeCKOor U npukiagHoi xumun (International Union
of Pure and Applied Chemistry) [133], onpenensercs kak HaOIrOgaeMOe 3HAUYCHUE
X(obs), TIOJYYEHHOE B pE3yJbTaT€ aHAIUTHUYECKONM MPOLEAyphl € MOMOUIBIO
KaJIMOPOBOYHOTO Tpaduka, JeIeHHOE HA KOHTPOJIBHOE 3HAUEHUE X (o). Ecin x4(S) 31O
KOJIMYECTBO JO0OABJIECHHOTO aHaIUTa A (MCKYCCTBEHHO BHECEHHOE KOJIMYECTBO) B
MOJENBHBIN 00pasell, x4(0) — KOIUYECTBO aHaluTa A B UCXOJHOM oOpasiie, x4(0 + S)
— KOJMYECTBO aHaiuTa A B MOJEIBHOM o00pasiie, HalJICHHOE B pE3yJbTare
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AHAIUTUYECKOW TMPOIEeAyphl, TO HabOIt0/aeMasi CTETNEeHb H3BICYCHUS CTAHOBUTCS
paBHOM:

_x2(0+5) —x,(0)
A xa(S)

(6)

3nauenus x4(0) ocraBanuch paBHbIMU ( 171 BCEX MOJEIBHBIX 00pa3loB, TakK
KaK OBbLIM MCTIOJIB30BaHbI XOJIOCThIE 00Pa31Ibl MOYBHI, TMCTUIUIMPOBAHHAS BO/IA U BOJA,
0oTOOpaHHas ¢ 03€pa HEMOABEP>KEHHON PAKEeTOKOCMHUUYECKOU JESITEIbHOCTH, TIOATOMY
dbopmyy nms pacyeTa HaOJII01aeMOM CTETICHHU U3BJICUEHU ST COKPATUIIU U JIJISl y100CTBA
NIEPEBEIIU B MPOLECHTHI:

A XA(S) -100% (7)

[Ipn ananmuse 00Opa3lOB MOYBHI C pEATbHBIX MECT MAJCHUS OTACISIOIINXCS
yacTeil pakeT-HocuTene u 3arpssHeHHbIx HIAMI™ u npoaykTamu ero Tpanchopmaiuu
HAOJMI0JaeMyl0 CTEHEHb W3BJICUEHMS] ONPEICNIAIN TPOLEHTHBIM OTHOIICHUEM
KOJINYECTBA aHaJUTa A B aHaJIM3UpyeMoM o00paslle, HalJECHHbIM B pe3yjibTaTe
aHAJIMTHYECKOH npouenypbl x4(O + S) K KOIMUECTBY aHAIUTa A B UICXOHOM 00paslie,
OIPENCIICHHOMY C  HCIIOJIb30BaHUEM JAPYrOM  AHAIMTUYECKOM  IPOLEAYPHI,
o0OecreunBaroIel BRICOKYIO JOCTOBEPHOCTh PE3YIbTaTOB M3MepeHUs X4(0).

_XA(O+S) 0
=gy 100% (8)

2.4.1 Paspabotka METOINKHU OJHOBPEMEHHOTO OIPEICIICHUS N-
HUTpo3oauMeTUIamMuHa, N, N-gumetunpopmamuna u 1-merwn-/H-1,2,4-tpuazona c
ucnonibzoBanueM MTA-d3 B kauecTBe BHYTPEHHETO CTaHAapTa

2.4.1.1 IlpuroToBaeHrne MOJEIBLHBIX 00Pa3IOB

Nzyuenue marpuunoro >¢gdekra Ha onpenenenne MTA, IMDA u HIMA B
MOYBE TTPOBOIMIIN HA MOJICTHHBIX 00pa3Iiax MOYBHI PA3TUIHON IPUPOIBI U BIAKHOCTH
(0, 10, 25%) c KOHIIEHTpaIlMEil aHATUTOB M BHyTpeHHETO cTanaapra 1,0 Mr/kr B Tpex
napayensx. Iloarorosnennyro nmouBy mMaccodl 1,0 r BHOCMIM B OOKMMHBIE BHAJIbI
o0beMoM 20 mut ¢ nocaeayomum godasnennem 0, 100 u 250 MKI1 AMCTUIIITUPOBAHHOM
BOJBI.

3areM Bce BHaJIbl 3aKpbIBAJIM M noMenianu B Tpeil aBrocamruiepa Combi-PAL
(CTC Analytics, IlBetinapus). C wucnonb3oBaHueM 10-MKJI MHUKPOIINPHUIIA C
TednoHoBbIM okpbITHEM (Hamilton, CIIIA) Bo Bce Buaibsl Obu10 BHECEHO 110 10,0 Mk
BOJAHOTO MHKC-PAacTBOpa C KOHIIEHTpAalMed IIeJIEBbIX COCIWHEHUNW U BHYTPEHHETrO
cragaapra 100 mr/n (s poctmwkenuss C,/Cis = 1). Ilocne 3arpsizHeHUs 00pa3ilbl
BCTPSIXMBAJIM B TeUeHUE | MUH, a 3aTe€M OCTABJIsUIM YPAaBHOBEUIUBATLCS B TeueHue 24
Y B TEMHOTE IPY KOMHATHOM TEMIIEpaType.
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2.4.1.2 DkcTpakuus U aHAIIU3

Ananuz u TOMD Bemonusan Ha ['X-MC Agilent 6890N/5975C, ocHameHHOM
aBrocamiuiepoM HT280T. O6pa3ubl BeIAEPKUBAIH B arUTaTOpPE MEPe]l IKCTpaKLUUEH B
TeueHne 5 MuH. Temmneparypy aruraropa u Bpemss TOMD BapbupoBaiu ClIeAyIOMUM
oopazom: 60°C u 1 mun, 60°C u 15 mun, 80°C u 1 MHUH, COOTBETCTBEHHO. 3aKOHYUB
aHanu3 Bcex oOpasnoB Ha ['X-MC, B Buassl ¢ mouBoit BHocwi emie 10,0 MK BOAHOTO
MUKC-PAacTBOpa ¢ KOHIIEHTpaIuen 1eneBbix coequuenuii 400 mr/m (a1 JOCTUXKEHUS
Co/Cis = 5). JlonmoaHUTENbHO OOOTranieHHble 00pa3lbl TakKe ypaBHOBEIIMBAIH B
TedeHue 24 4 B TEMHOTE NP KOMHATHOW TeMIepaType, a 3aTeM aHaIU3UPOBAIIUA MPU
CXOYKHX YCIOBUSIX.

2.4.2 Pa3paboTka METOAUKHU MOTYKOJIUYECTBEHHOTO OMPEICICHUS JIETyUYuX U
cpenHeneTydux mpoaykroB TpaHchopmaruun HIMI' ¢ ucnons3oBaHHEM peaibHBIX
3arpsi3HEHHBIX 00PA3I0B U IKCTPAKIIMHU PACTBOPUTENIEM JJI IOCTPOCHUS KATMOPOBKU

2.4.2.1 TlpuroToBiaeHrue MOJEIbHBIX 00pa3loB

B03MOXXHOCTh KOHTpOJIE MaTpuyHOTo 3ddexTa s onpenesaeHus: OCHOBHBIX
npoayktoB TpaHchopmanuun H/IMIT B mouBe ¢ ucnons3oBanuemM MTA-d3 Obuia
UCCJIEIOBaHA HA PEaJIbHBIX U MOJIETBHBIX 00pa3iax nouskl. [Tk peanbHbIX 00pa3LoB
NI0YBbI OBUTH OTOOPAHBI C MECTA aBAPUMHOTO NaieHUs pakeTbl-HocuTens «[IpoTon-M»
(2 urons 2013 r.) B LlenTpansuom Kazaxcrane (46°03'36,8" c.m1., 62°59'43,9" B.11.).
OO6pa3ipl 1-3 ObLTM 0TOOpPAHBI ¢ AMULEHTPA Kparepa ciycTs | CyTKH Mocie aBapHH.
OO6pa3ibl 4-5 66T 0TOOpaHbI B ceHTsA0pe 2014 1. mocne nporeaypbl JeTOKCUKALIMH.

JI1si mpUroTOBJIEHUSI MOJIETBHBIX O0OpPa3IOB MOYBHI (CYXOW IMECOK, JIETKUNA U
TSKEIIBIN CYTIMHKH ¢ BIaXXHOCTBIO 0 1 20%) B 3akpy4YnBaronuecs Npo3pauHbie BUAJIbI
o0beMoM 20 i1, copepskamue 25 T MoAroTOBICHHONW X0J0CTON MOYBbI, BHOCUIH 2,5
M HIIMI'. 3aTeM BHaJIbl HEMEIJIEHHO 3aKPbIBAJIM KPBILIKAMU U IEPKaIN 3aKPBITHIMU
B T€UEHHUE 2 MECAIEeB NpH KOMHATHOW Temmeparype. OTo6op HaBecok maccoi 1,0 T,
yBIQKHEHHE U oOorarieHue BHyTpeHHUM cTanaapToM (Cpc=2,5 MI/KT) MpOBOAMIN 32
2 THA 0 aHAJM3a B JIBYX Hapauielisx.

2.4.2.2 DKcTpakuys U aHAJIA3

OkcnepumeHT BbimodHsiM  Ha ['X-MC  6890N/5975C, ocHamieHHOM
aBrocamiuiepom Combi-PAL ¢ wucnonb30BaHMEM JBYX TEXHUK SKCTPAKIUU —
DKCTPAKUMUs OPTraHUYECKUM pacTBopuTesneMm u [IITTOMD.

OKCTPaKIUI0 OPraHMYECKUM PACTBOPUTEIIEM MPOBOJUIU U3 3arpsi3HEHHBIX
HAMI" u MTA-d3 o6pa3iioB mouBsl Maccoi 1,0 T Tpemsi mopuusiMH MeTaHOJa
00BEMOM TO 5 MJ B 3aKpBITHIX 3aKpy4MBaIOIIMXCS BHaiax oobemMom 20 mi ¢
MPOKJIaIKaMH U3 0€7I0T0 MoNMUTEeTPadTOPITUIICHA/CUHETO CHITMKOHA TOMIITMHOM 1,7 MM
(Agilent, CIIIA) na BoasiHOU Oane mpu 60-70°C B Teuenue 15 MuH (Ha Kaxayro
MOPIIMI0O METaHoJa). 3aTeM OXJaXIEHHbIE 10 KOMHATHOM TeMmIepaTypbl BHUAIbI
WHTEHCUBHO BCTPSIXUBAJIM B T€UeHHE 5 MHUH. lloirydeHHBIE 3KCTPAKThI MPOITYCKAIN
yepe3 OymMakHble (QUIBTPHI B 3aKpyUYHBaIOLIecs BUaibl 00beMoM 40 MJ1, coaeprKaIine
4 r Mmonekynsapubix cut (4A). O6GbeauHeHHBIE SKCTpakThl (okomo 14-15 wmi)
BCTpSAXUBAJIM B TeueHue S5 wMuH. g aHanm3a HEOOJbUIOW O0BEM HKCTpaAKTa
IPOIYyCKaJIM yepe3 MeMOpaHHbI QuiibTp auamerpom 2,5 cMm u pazmepom nop 0,20
MkM (Agilent, CIIIA) B Buamel oobemMom 2 Mi. OnpeaeneHUE KOHIEHTPAILIUMA
OCHOBHBIX MPOAYKTOB TpaHC(hopMauu MPOBOUIN METOJJOM BHEIIHETO CTaHAapTa.
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[ITOMD npoBOAWIM C UCTIOIB30BAaHKUEM 4 Pa3IMYHBIX COYETAHUN BPEMEHU U
temmneparypsl 3kcTpakuuu: 1) 40°C u 5 mun; 2) 60°C u 1 mun; 3) 60°C u 5 Mus; 4)
80°C u 1 muH. Bpems BbIIepKKH 00pa31l0B B aruTaTope rnepe/] aHaJIu30M COCTABIISIIO
5 mMuH. B 00pa3iupbl, npoaHanuzupoBaHHble ¢ ucnoiab3oBanuem [ITOMD npu 40°C B
Te4eHUE | MHH, BHOCWIM 5 MJ JIUCTUJUIMPOBAHHOM BOJBI, TOCJIE YEro CMECh
BCTpsIXUBaIM B TeueHue 5 MuH. [lepen ananuzom (¢ ucnonbszoBanuem [ITOMD npu
80°C B TeueHue 5 MHUH) 0Opasilbl C BHECEHHBIM H30BITKOM BOJIbI BBHIJEPKHUBAIU B
TeueHue 24 4 npu KOMHATHOM TeMIeparype.

2.4.3 Pa3paboTka METOAMKY OIpeesieHus MPoayKToB TpaHchopmaunu HAMI
B 00pasiiax MoYBbI C UCIIOJIb30BAHUEM KATMOPOBKHA METOJOM J100aBOK C BHYTPEHHUM
CTaHJapTOM

HccnenoBanue mpoliecca YpaBHOBEIIMBAHUS U BIHUSHHE JOOABKHU IEIOYU HA
sbdextuBHOCTE TOMD mpoBOIMIM HA MOJCIBHBIX MOYBEHHBIX oOpazmax (TC c
BrnaxHocThio 10 u 35%), 3arpssaenasix MTA-d3 (2,1 mr/kr). B o0x)uMHbBIE BUATBI
o0obeMoM 20 MJ1, cofiepKalllie CyXyr IMOArOTOBICHHYIO TOYBY Maccoit 1,0 r BHOCHIIH
10 mxn BomHoro pactBopa MTA-d3 ¢ xonuentpanueit 210 mr/n. Ilocne BHeceHus
BHYTPEHHETO CTaHJapTa oOpa3lbl 3aKpblBAJIM M XPaHWUIW TMPU KOMHATHOM
TeMIeparype B TEUeHHEe 2 Henelb. YBIAKHEHUE O0Opa3loB MPOBOIUIN
HETOCPECTBEHHO IEPel 3arpsS3HEHUEM TTOUBBI 1I€JICBBIMU COCTMHEHUSIMHU.

OxcnepuMeHT npoBoauian Ha GCMS-TQ8040, ocHallleHHOM aBTOCaMILIEPOM
AOC-5000 Plus. 3arpsizHenue nmpoBoawin BHeceHueM 100 MK BOJHOTO pacTBopa-
MHUKCa CTaHJApPTOB B MOJATOTOBJICHHBbIE OOpaslbl, C MOCIEAYIOIIMM HWHTEHCHUBHBIM
BCTpsAXHMBaHUEM B TeueHue 15 MuH. 3aTeM oOpasifsl moMemand B Harpetbid g0 40°C
arutarop aBrocamiuiepa. TOMD npoBoauiu B TeueHrue 60 MuH yepes3 kaxasie 90 MuH
BBIJICP)KKH 00pas3ia A0 CTa0WiIn3aluyd OTKIMKOB OOJIbIIMHCTBA aHanuToB. [locrne
OKOHYaHUA 3KCIIEPUMEHTA M0 YPaBHOBEUIMBAHUIO B YPABHOBEILICHHBIE 3arPSI3HCHHbBIC
00pas3iipl To4B ¢ BIaXHOCTHIO 35% Obutn BHeceHsl Ba(OH).-8H0 (1,0 r) u BaO (0,5
T') JIJIS1 OIICHKH BIUSHUSA HA 3()(HEKTUBHOCTH IKCTPAKIIUH.

2.4.4 Anpobanus U cpaBHEHHUE JBYX MOAX00B nmpodonoarotoBku (IITOMD u
YCKOPEHHAasl SKCTPAKIIUSI PACTBOPUTEIIEM)

AmnpoGanyio M cpaBHEHUE JABYX MOAX0A0B mpodonoarotoBku (TOMD wu
YCKOPEHHAsl SKCTPAKIIHS PACTBOPUTEIIEM) BBITIOIHSIIN HA IIECTH PeabHbIX 00pa3iax
nouB, 3arpszHeHHbIX HJIMIT u mpoaykramu ero tpaHcopmaruu (pasaen 2.3).
Ananuz u TOMD npoBoaunu Ha GCMS-TQ8040 ¢ aBrocammiepom AOC-5000 Plus.

2.4.4.1 YckopeHHas S3KCTPaKIHs paCTBOPUTEIEM

Y CKOpEHHYIO KCTPAKIIMIO PACTBOPUTETIEM MPOAYKTOB TpaHchopmarmu HAMI
U3 TIOYBBI TPOBOJIMIIM COTJIACHO MeToauke [74]. B cranbHyto siueiiky o0beMoM 5 mit
noMemanu 1,0 © uccienyemMoil mouBbl. DKCTPAKIUIO MPOBOJAWIM AIIETOHUTPUIIOM C
ucnosibzoBanueM cucrembl ASE-350 B atmocdepe azora (99,99%) B TeueHue aByx
nukioB (10 mun). Ha koHEYHOM 3Tane s4eiKy MPOMBIBAIA YUCTBIM SKCTPAreHTOM
(60% oT oObemMa AUCHKH).

2442 TITOMD

B mects 00xkuMHBIX Buan oobemoM 10 mi, coaepxkamux 1,0 r uccienyemon
nouBbl (Bcero 36 Buan), BHocwiu 10 Mk BogHoro pactBopa MTA-d3 c
koHieHTparuei 210 mr/im u 200 MK BOJTHOTO MUKC-PAcTBOPa aHAJIUTOB C U3BECTHOM
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KoHIleHTparuei (tabiuia 10). 3aTem Bce BUabl 3aKPHIBATU U BCTPSIXUBAIH B TCUCHUE
15 mMun. [ITOMD BBIMOTHSIM TIOCTE 5 4 YpaBHOBEIIMBAHUSA O0OpPA3IOB B aruTaTope
aBTocamiuiepa npu 40°C. Temneparypa u Bpems [IITOMD O6putn 40°C u 60 MuH.

Jns onpenenenus: ko3 uiiieHTa k, MoJielibHbIe 00pa3iibl MOYB CO CXOXKUMHU
(U3UKO-XUMHUYECKIUMH CBOWCTBaMH (TIE€CUAHBIN CYTJIMHOK, BIIAXKHOCTh 5%) ObLIH
3arpsisHeHbl MTA-d3, MTA, IM®A u HIIMA (C=1 Mr/kr), 3aTeM ypaBHOBEIICHbI U
POAHATU3UPOBAHBI MPU aHATOTUYHBIX ycioBuUsAX (40°C u 60 mun).

2.4.5 Pa3zpaboTka moaxoja K onpeaesieH!Io IpoiykToB Tpanchopmanmu HJAMI
B BOJIC ¥ BOJIHBIX DKCTPAKTaX U3 MOYBBI METOJIOM BHEIITHETO CTaHapTa

DKCHEepUMEHTHI IO pa3zpaboTKe M0AX0/1a ObLIN MPOBEACHBI C UCIIOIH30BAHUEM
['X-MC 6890N/5973N (Agilent, CIIIA) u I'X-MC/MC GCMS-TQ8040 (Shimadzu,
Anonus).

2.4.5.1 IIpuroTtoBiieHUE MOJICJIBHBIX 00pa3I0B

MopenpHbie 00pa3nbl TOTOBWIM BHeceHMeM 120 Mk MmuKc-pacTtBopa 13
aHaauToB (mupuauH 0,5 mr/miu, mupasun, HIAMA u [IM®A 2,5 mr/mi, MTA 5 mr/ma,
nupaszon, 3-metwi-/H-nupazon 25 wmr/miu, N-pumerundopmamun, 1-merwn-1H-
MMUJIa30JI, JTUMETWITUAPA3oH dypanbaeruaa, 3,5-aumerunnupazoil — S50 mr/mi,
OJMI" u dopmamua 100 mr/mi) B 3akpyuyuBaromipecs BHaibl 00bemMoM 20 wmul,
coaepxamue 8 M AUCTWILIMpOBaHHOW (A) W mpupoaHoil ozepHoit (B) Boawl, ¢
MOCJICAYIOIIUM MepeMelInBaHneM 00pa3iioB B TeueHue 30 muH. {15 SKCIepuMEHTOB
no ontumuzauuun TAOMD MozenbHble 00pa3lbl TOTOBUIU C HCIOJIb30BAHUEM
aBTocamiuiepa Combi-PAL BHecenuneM 10 MKJI MUKC-pacTBOpa aHAIUTOB.

st moBbIiieHus: 3QGEKTUBHOCTH W3BJICUYCHUS] aHAJIMTOB B KaXKIblii 0Opaserl
BHocuiu 2,8 T NaCl (>99,9%, Dkpoc, Poccus) [8,65].

2.4.5.2 OnTuMu3anus TeMnepaTypbl SKCTPaKIUn

DKCTepUMEHTHl MPOBOJUIM HAa MOJCIBHBIX OOpasliax A ¢ KOHIICHTpalueu
TMMETUIaMUHOAIleTOHUTpUAIa, 1-metun-/H-nupazona, HIAMA, MDA, MTA,
®JIMI', 1-metun-1 H-umunasona, popmamuaa, IMI'AA, I H-mupazona — 3000 Mxr/m,
u nupazuHa — 500 Mkr/i1, B Tpex napamiensax. [IpennkyOanuto (5 MUH) U 9KCTPAKIUIO
(5 Mmun) npoBouIN B arutatope aBrocamiuiepa Combi-PAL npu 30, 50, 70 u 85°C.

2.4.5.3 OnTuMu3anys BpeMEHN SKCTPAKLIHAH

OKCIEPUMEHT BBITIOJHSIM Ha MOJEIBHBIX O0Opasiiax A ¢ KOHILEHTpAIUsIMU
JMMETUIAMUHOALIETOHUTpUAA, |-metun-/H-nupazona, HIAMA, [IM®DA, MTA,
OJIMI', 1-metun-/ H-umunazoina, popmamuaa, IMI'®A, /H-nupazona — 30 MKr/i1, 1
nupazpuHa — 5 MKr/a, B Tpex mapaiensx. [ITOMD mnpoBogunu B arurarope
aBTrocamruiepa Combi-PAL npu 70°C B Teuenue 10, 20, 30 u 60 muH.

2.4.5.4 Ompepenenue JTUHEWHOCTH, TIPEAEIOB OOHAPYKEHHUS W ONpENeTeHUs
paszpabotanHoi MeToauku Ha ocHoBe [ITOMD-I'X-MC

AHQIUTUYECKUE TIOKA3aTeId METOAUKH ONpEACIsUIM C HCIOJIb30BaHUEM
MOJIeNTbHBIX 00pa3ioB A u b, mpuroToBieHHBIX 3a 1 4 10 HaYaIa YKCIIEPUMEHTA B IBYX
napamensix. [ITOMD mnpoBomunu B armrarope aBtocamiuiepa Combi-PAL,
Harpetoro 10 50°C B Teuenne 60 muH ¢ nocneayromum asanu3om Ha ['X-MC.

2.4.5.5 TlonmwxeHue mnpenaeaoB OOHAPYKEHUS] METOAUKH C HUCIOJIb30BaHUEM
TaHJIEMHOW MacC-CIIEKTPOMETPHUH C XUMHYECKON NOHU3AIUEN
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DKCHEepUMEHT MPOBOAWINA HA MOJEIBHBIX 00pa3nax A, 3arps3HeHHbIX 13
npoaykramu tpancopmaruu HJIMI™ (tabnuia 9) 3a 1 94 10 Havayia 3KCIepuMeHTa B
nByx mnapauiensx. TOMD mnpoBoaunum B arutarope astocamiuiepa AOC-500,
HarpetoM 10 50°C B Teuenue 60 muH ¢ nocneayromumM ananuzom Ha [ X-MC/MC.

2.4.6 Bousaue no6asku menoun (Ba(OH)2) Ha 3 pexkTuBHOCTD SKCTpaKiuu
npoaykTtoB Tpanchopmainuu HJIMI u3 noussl metogom [ITOMD

2.4.6.1 Uccnenyembie 00pa3iibl

ODKCIEPUMEHT MPOBOAUIN HA 3arpsA3HEHHOM MOYBE C MECTA ABAPUHHOIO MECTA
najeHus pakerbi-Hocutens «I[Iporon-M» (obOpaszery 1 cornacHo Tabnuie 11, pH 9,33,
oToOpaHHBIN ¢ 1ieHTpa BopoHkH 3 utons 2013 ., kocMoapom baiikonyp, Kazaxcran).
[To umeromuMces fanHbIM KoHIeHTparuss MTA, oCcHOBHOTO Mapkepa 3arpsi3HEHHOCTH
MOYBBI PAKETHBIM TOTUTMBOM, cocTasiisia 500-700 mr/kr, uro B 50-70 pa3 mpeBbIIaeT
[IAK [75]. [louBa mpuUHAMJIEKUT K IMECUYAHO-YCTHIHHOMY THITY, BJIakHOCTb 0%.
Taxke BaMsSHHE JOO0ABKH IEIOYM OBLIO HKCCIIEIOBAaHO Ha TOp(sSHON IOYBeE,
OTOOpaHHOW C MecTa TaJCHHUS TMEepBOM CTymeHu pakeThl-HOocuTens «llukmon»
(xocmoapom Ilnecenk, Poccust) ¢ konnentpanusimu MTA 13 mr/kr, HIIMA 38 mkr/kr,
JAM®A 1,4 mr/xr, ®JAMI" 130 mxr/kr, IMI'AA 2,1 mr/kr, IMI'®A 2,1 mr/kr [74].

2.4.6.2 DKcTpakuys U aHAJIN3

Jnst uccnenoBaHusl BIMSIHUS TO0OABKHM LIEJNOYM B 3arps3HEHHBIM Mecok B 9
3aKpy4dMBaromuxcs Buan oobemom 20 vt BHocwiH 1,0 T 3arpsi3HeHHOM 1Mo4YBbI. Buasbl
1-3 cpa3y e repMeTUYHO 3aKpblBaJId, B BUajibl 4-6 BHocwiu 0,5 r Ba(OH),-8H>0, B
Buansl 7-9 momumo 0,5 r Ba(OH)2-8HO noGaBnsimu 1 mut Bozabl. Beibop maccsl
n00aBKM OCHOBBIBaJICS Ha pabore [79]. 3aTem Bce BHANbl C MOYBOM BCTPSXHUBAIH
BpyuHyI0O B TedeHue 1 MuH. Bo Bpemsi aHanmuza oOpasiibl HaxOJIWUJUCh Ha Tpee
aBTOCaMIUIepa MpU KOMHATHOM Temneparype. s ucciaenoBanus BAUSHUSA J100aBKU
MIEJIOYM B 3arpsi3HCHHYIO TOp(sSHYIO TOYBYy ObUIa yBEIMYEHA BHOCHMMAsh Macca
Ba(OH),-8H20 (1,0 1), Bce mpoObI TOp(hSAHOM MOYBBI TOTOBUIIN aHAJIOTUYHO TECKY.

TOMD npoBOAUIN aBTOMATHUYECKH C HCMOJIb30BaHHWEeM aBTocamiuiepa AOC-
5000 Plus (Shimadzu, Snonwms). Mcnonb3oBanbl mnapamerpsl TOMD, panee
ONTUMU3UPOBAHHBIE B padoTe [8]. DkcTparupoBainu u3 ra3oBoi (a3sl HaJl 00pa3IoM
nokpsitueM 85 MkM Kap/IIJIMC B teuenue 1 4 npu 40°C u3 npoOsbl, npeaBapuTENbHO
BBIJICP)KAaHHON B aruTaTope apTocamIuiepa B TedeHue 5 MuH. [Ipu aHaIOrH4YHBIX
napamerpax omnpo6oBaHo BojokHO 65 mkMm JIBB/IIIMC npu anamuze topdsiHOM
no4Bkl. JlecopOiuio NpoBOIUIIN C UCIIOIB30BaHUEM cucTeMbl KoHTpoJist Optic-4 (GL
Sciences BV, Sfnonusi) ¢ xpuoreHHeiM (okycupoBanueM. JlJis KpPHOTEHHOTO
OXJIQXKJICHHsSI UCTIONB30BaH XUAKUHN a30T ¢ moaaueit yepes cocynn CryoTherm Apollo
(CryoTherm, TI'epmanus). IIporpamMmupoBanu cleaylonuM o0pa3oM: HUCXOHAs
temriepatypa 170°C (0,1 mun), 3aTem HarpeB 110 250°C (85 mun) co ckopocThio 5°C/c;
temrneparypa kpuojoBymku -80°C (5 muH), 3ateM HarpeB a0 200°C (80 muH) co
ckopoctbio 20°C/c. [Ins w3Oeranmsi meperpysa KOJOHKH WM 3arpsS3HEHUS CUCTEMBI
BBOJIa 00pa3lia UCMHOJb30BAHO AeJIeHUE OoToKa 5:1.

DKCHEepUMEHT MPOBOJAWIM HAa ra3oBOM Xpomarorpade C TaHAEMHBIM Macc-
CIIEKTPOMETPUUYECKUM JETEKTOPOM THNA «TpOHOM KBaapynosb» GC-MS-TQ 8040
(Shimadzu, fAnonus) c wucnoigb3oBaHUEM XpomaTorpaduyeckoid kojgoHku HP-
INNOWax 0,25 mkm x 0,25 mm x 30 m (Agilent, CIIIA) npu NOCTOSSHHOM J1aBJIEHUU
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53,5 klla (remmit yucrorort 6omee 99,9999%, HUU KM, Poccus). B kauectBe
MIPEIKOJIOHKH yCTaHOBJIEHA KoJIoHKa rpou3BozcTBa Restek (CIIIA) co cranmonapHoit
¢dazoit Guard Column pmuao¥ 0,7 M u BHyTpeHHHUM guamerpoMm 0,25 wmwm.
Hcnonb3oBana nporpamma Harpesa neuu I'X: HaganbHas temneparypa 40°C (3 mun),
3areM HarpeB co ckopoctbio 2°C/c mo 200°C, mocne 4dero ajis OYMCTKH KOJOHKHU
UCIIOJIB30BaH MOJbeM TemmepaTypbl co ckopoctbio 15°C/c no 240°C ¢ BbIAEPKKOM 5
MuH. OO1miee Bpemsi aHanu3a coctaBisuio 91 muH. JleTekTUpoBaHUE MPOBOJWIN B
pexume Q3 scan (CKaHMPOBaHHE MOJIHOIO TOKA MOHOB Ha TPEThEM KBAAPYIIOJIE), B
nuanasone m/z 34-150, ¢ 3 mo 85 muH aHanuza. Bpemsi ckaHUpOBaHMS Ka)K0T0 MOHA
400 mc. Temnepartypa ucrounuka noHoB cocrtasiisia 230°C, unrepdeiica — 250°C.

OOpaboTKy  MOJYYEHHBIX JAHHBIX [POBOJAMIM C  HCIIOJIb30BAaHUEM
nporpammHoro obecneuenus LabSolutions 4.30 (Shimadzu, fAnonwus), 6ubnuorek
Macc-criekTpoB WION11 u WIONI1R npu MuHMManbsHOM ypOBHE AOCTOBEPHOCTH
unentudukanuu 80%.

2.4.7 Bmnusaue temmepatrypsl u BpemeHu I[ITOMD nHa sddexkTuBHOCTDH
IKCTpakUuu npoaykroB Tpanchopmaru HIMI u3 Topda

2.4.7.1 Ananu3 (poHOBBIX 00pa3LOB TOPPSHOI MOYBKI U cParHyma

B xome »skcmepumeHTa MpoaHaIU3UpOBaHbl (POHOBBIE o0O0Opasibsl  Topda,
oToOpaHHbIe HAa TeppuTOpUn ApxaHrenbckoi oonactu (Poccust). Beero nuccnegopano
5 obpasmos: a) T1 paszpes 15 (charaym), 6) T1 p-12, B) M3T2-T4 29 cm 15%, 1) M3T2-
T1 15%, n) M3T2-T1 15%.

B 3akpyuuBaronuecs Buaiasl oobemom 20,0 mi BHOocwu 0,1, 1,0, 1,0, 0,4, 0,7 ¢
obpasna 1,2,3,4,5, cooTBeTCTBEHHO. JlOMOJHUTENBHO BO BCe BHaibl BHocwiH 1,0 T
npexonauionupoBannoro Ba(OH)2-8H20, k o6pasiyy 1 no6asmsum 100 MKIT BOJBI.
3aTeM BUaJbl FTEPMETUYHO 3aKphIBAIU U MOMeIanu Ha Tpei aBrocamiuiepa AOC-5000
Plus. TOMD mnpoBoamiIM aBTOMAaTHYECCKH C HCIIOJIH30BAHHMEM BOJIOKHA 85 MKM
Kap/ITIMC u3 ra3oBoii ¢a3sl Haj1 00pa3iiom B Teuenne 30 MUH B aruTaTope, HarpeToM
1o 80°C. O6pasupsl nepen TOMD BoiaepxkuBanu B HarpeTbiMu 10 80°C B TeueHue 5
MUH.

2.4.7.2 Ananu3z TopdsHoi noussl, 3arps3HeHHod HJIMI' m mpoaykramu ero
TpaHchopMaru

DKCIEPUMEHT MPOBOJAUIN Ha 3arpsi3HEHHON TOP(dsIHONW MoYBe, OTOOpaHHOM ¢
MecTa MajieHus MepBOM CTYNEeHU pakeThl-HocuTens «{ukinon» (kocmonpom Ilnecerk,
Poccust) ¢ xonnentpanusasmu MTA 13 mr/kr, HIMA 38 mxr/kr, IM®A 1,4 mr/kr,
OJIMI" 130 mxr/kr, IMI'AA 2,1 mr/kr, IMI'®A 2,1 mr/kr [74].

Jns ontuMuzanuu BpemeHu U temneparypbl TOMD B 12 3akpyuyuBaromuxcs
Buan ooremom 20,0 mut BHOcunu 1,0 T moussl u 1,0 T Ba(OH)2-8H20. 3atem 06pasiis
aKKypaTHO TIEpeMEIIMBAIM, TEPMETUYHO 3aKpbIBaJd W TMOMEIIAIM Ha Tpeu
aBrocamiuiepa. OTelbHO MOATOTOBJIEHA BUAJIa C HE3Arpsi3HEHHOM TOPp(PSHOM MOYBOMA
maccoit 1,0 r ¢ mo6aBkoii 1,0 r Ba(OH),-8H,O0.

TOMD npoBOAUIN aBTOMATHYECKH C HCMOJIb30BaHHWEeM aBTocamiuiepa AOC-
5000 Plus. DkcTparupoBanu u3 razoBoi (a3pl Hajg 00pa3OM BOJOKHOM 85 MKM
Kap/TIIMC B Tteuenne 5, 15, 30 u 60 mun mpu 60, 80 u 100°C u3z npoOlwl,
peABaApUTEILHO BBIJICP)KAHHOM B aruTarope aBTocaMmiuiepa B TeueHHe 5 MuH. B
MEePBYIO ouepeIb MpoaHATM3UPOBaH OJIAHK MOYBHI, 3aTEM 3arpsi3HEHHBIE 00pa3ibl 1-3
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npu ucnosbzoBanu TOMD npu 60°C B Tteuenue 5, 15, 30, 60 muH, nocie 4dero
obpasubl 4-6 npu 80°C, 7-9 mpu 100°C B Teuenue 5, 15 mun u o6paszusr 10-12 B
teuenue 30, 60 MmuH.

[Tapametpsr gecopbunu, ['X-MC/MC u 00paboTKH NaHHBIX OCTAaBAIUCH O€3
VW3MEHEHUW U COOTBETCTBOBAJIA OMMCAHUIO MPEABIIYIIEr0 NOANYHKTA 2.4.6.

2.4.8 N3yuenune BnuaHUA ncxoaHoM koHueHtpauuu HJIMI' Ha mpouecc ero
TpaHchOpMaIIUK B TOYBAX

YcraHoBieHUE BIMSHUS HUCXOAHOM KoHIeHTtpauuu HJIMIT Ha mpouecc ero
TpaHchOpMalMK B TOYBAX MPOBOJWIM HA MOJEIbHBIX 00pa3lax Moys.

Topdsuyro mouBy (ApxaHrenbckas o0yacth, Poccus) ¢ BIakHOCTBIO OoJjiee
80% wmaccoii 1,0 T 3arps3HsIM B 00’)KUMHBIX BUajax o0beMoM 20 MII C TIPOKIaIKaMu
u3 PTFE/cunukon (Gerstel, CHIA). O6sem BBogumoro HJAMI™ coctasisin 10 u 50 mxot.
3arpsi3HEHHBIC MPOOBI TEPMETUYHO 3aKPHITHIMU XPAHUIUCH MTOJI TATON P KOMHATHON
TEMIIepaType B TEYEHUE CEMU CYTOK.

[lepen anammzom metomom [ITOMI-I'X-MC o006pa3isl MOYB BCTPSIXUBAIA
BPYYHYIO B TeueHHUE | MUH.

TOMD npoBoaAWIM aBTOMATUYECKH IpH nomouiu aBrocamiuiepa Combi-PAL
(CTC Analytics, [Iseitiapust). Mcrionb3oBajiv SKCTPaKIIMOHHOE MOKPHITUE HA OCHOBE
85 mxm Kap/IIIMC, xoropoe konauiuonupoBanu npu 240°C mepen u mocie
skcTpakuuu B TeueHue 1 u 20 muH, cootBeTcTBeHHO. [IpenHkyOanuo o0pa3ioB MOYBI
npooawn B arurarope ['X, Harperom 1o 40°C B Teuenue 15 mun. TOMD npoBoawin
npu 40°C B TedyeHue 15 MuH, morpyskasi BOJIOKHO B ra3oByro ¢azy Haj oOpasIom.
JlecopbupoBanu aHanmuTel B uHkekTope I'X, Harperom g0 240°C, B Teuenue 1 MuH.

UcnonbzoBamun I'X-MC 6890N/5975C (Agilent, CIA) ¢ xanwuisipHOU
kosionkoit DB-WAXetr nnunoit 60 m, nuamerpom 0,25 MM 1 TomnuHon mieHku 0,50
MKM TIpH TIOCTOSSHHOH CKOpPOCTH Telus Mapku «A» (uucrora Oomee 99,995%,
OpenOypr-Texras, Poccus) 1 mu/mus. Ileus I'X mporpammmupoBanu cienyommm
o0Opa3zom: HauanbHas Temneparypa 40°C ¢ BbIIEPKKON B TEUCHHUE 5 MUH, 3aTEM HarpeB
co ckopoctbto 10°C/Mun no 240°C ¢ nocneayrouien BbAEpKKOM B TeueHue 10 MuH.
OO6miee BpeMs aHaJIM3a COCTABIISIIO 55 MUH.

JleTekTpoBaHUE NTPOBOJWIM B PEXKUME IMOJHOIO CKAaHUPOBAHMS HOHOB B
nuariazoHe m/z ot 34 no 150. 3amepKKy pacTBOpUTENS 3ajaBajid paBHOU 4,5 MUH.
Temnepatypsl untepdeiica u kBaapymnosis coctapisiig 230 u 150°C, cooTBETCTBEHHO.

Nnentudukaruio nTukoB mpoBoawin no oudnuorekam Wiley 10-it Bepcun u
NIST11, nonmycTUMBI HUAKHUK TIPEAEa JOCTOBEPHOCTH COCTaBIIsLT 85%.

2.4.9 Usyuenue npouiecca Tpanchopmarun HIMI B TopdsiHoi mouse

2.4.9.1 Uccnenyembie 00pa3Iibl

100,0 T BnaxxHO¥W TOPGSHON MOYBHI MOMEMIATH B OaHKY C TEMHBIM CTEKJIOM
o0beMoM 200 mi1. 3aTeM B MOATOTOBIEHHYIO ouBY BBOoAMIM 600 mxn HJIIMI', nocie
4yero 0aHKy TepPMETHYHO 3aKpPhIBAU U JACPKaIN B BBITSHKHOM IKady TPH KOMHATHOM
TEMIIEpaType B XojJie Bcero skcnepumenta. [lepronuueckn OaHKy OTKPBIBAIU ISt
nepeMelIBanus U 0TOoOpa oopasiia /sl aHau3a.

B 2 3akpyuuBatomuecs Buasibl o0beMoM 20,0 M1 BHOcuiH 1,0 r 3arpsi3HEHHOTO
topda, 3,0 r Ba(OH),-8H20. 3atem conepxumMoe BUaabl IEpEMEIIUBAIH, 3aKPhIBATIU
Y TIOMEILaJii Ha Tpel aBTocaMILIepa.
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2.4.9.2 DkcTpakuus U aHAIIU3

TOMD npoBOAWIM ABTOMATHYECKH C HCIOJb30BAHUEM JKCTPAKIIMOHHOIO
nokpeiTust 85 mxm Kap/IIIMC u3 ra3oBoit ¢assl Hax oO6pas3uom B TeueHue 60 MUH B
arurarope, HarperoM A0 40°C. O6pazen nepenx TOMD BbAEpKUBAIA HATPETHIM J10
40°C B TeueHHE 5 MUH.

JecopOuuto mpoBOAMIIA C MCTHOJIb30BaHUEM cHCTeMbl KoHTpossi Optic-4 (GL
Sciences BV, Snonusi) ¢ kpuoreHHoiM (okycupoBaHueM. Jljis KpHUOTE€HHOTO
OXJIQXKJIEHUSI UCIIOIB30BaH KUJKUHN a30T ¢ nmojaauei yepe3 cocyq CryoTherm Apollo.
[IporpammupoBanu ciaeayronmm odpasom: ucxognas temmeparypa 170°C (0,1 mun),
HarpeB 70 250°C (85 muH) co ckopocthio 5°C/c; Temneparypa kpuonoByiiku -80°C
(5 mun), narpes 110 200°C (80 mun) co ckopocthio 20°C/c. Bo nzbexxanue neperpysa
KOJIOHKH U 3arps3HEHUsI CUCTEMBI BBOJa 00pa3iia UCIOJIb30BAHO JIeJIeHUE oToKa S:1,
poayBKa mpokyiaaku 10 MiI/MHUH ¥ SKOHOMHSI Ta3a-HocuTels 15 mi/muH mocie 1 u 2
MUH Hauyajla aHalln3a, COOTBETCTBEHHO.

DKCHepUMEHT MPOBOAMIA HAa Ta30BOM XpomMarorpade ¢ TaHIEMHBIM Macc-
CIIEKTPOMETPUUYECKUM JETEKTOPOM THHA «TpOMHOM KBaapynosb» GC-MS-TQ 8040
(Shimadzu, fAnonus) c wucnosgp3oBaHUMEM XpomaTorpapuyeckoid kojgonku HP-
INNOWax 0,25 mxm x 0,25 mm x 30 M (Agilent, CHIA), npy NOCTOSHHOM J1aBJIEHUU
requst gyucrtotot 6omee 99,9999% (HUM KM, Poccus) 53,5 klla. B kauectBe
MPEKOJIOHKU YCTaHOBJIeHA KoyioHKa mpou3BojicTBa Restek (CIIIA) co cranmonapHoit
dazoit Guard Column pmunoit 0,7 M u BHyTpeHHUM auameTpoM 0,25 MM.
Hcnonb3oBana nporpamma Harpesa neun ['X: naganbHas remneparypa 40°C (3 mun),
HarpeB co ckopocthio 2°C/c nmo 200°C, mocie yero uisl OYHCTKH KOJOHKH
UCIIOJIB30BaH MOABEM TeMIepaTrypsl co ckopocThio 15°C/c no 240°C ¢ BBIIEPKKOM 5
muH. OOmiee BpeMs aHaiuza cocTaBisuio 91 muH. JleTekTupoBaHUE MPOBOIWIN B
pexume Q3 scan, B muamazone m/z 34-170, ¢ 1 mo 85 mun anammza. Bpems
CKaHUPOBaHUA KaXJ0ro MoHa 3aaaBainu paBHbIM 400 mc. TemnepaTypa HCTOYHHKA
noHoB coctasisiia 230°C, uarepdetica — 250°C.

OOpaboTKy  MOJYYEHHBIX JAHHBIX MPOBOJAMIM C  HCIOJb30BAHUEM
nporpammHoro obecneuenust LabSolutions 4.30 (Shimadzu, SAnonwus), 6ubinoTex
Macc-criekTpoB WION11 m WIONI1R nmpun MuHMMansHOM ypOBHE AOCTOBEPHOCTH
unentudukamu 80%.
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3 PE3YJIBTATHI 1 UX OBCYKJIAEHUE

3.1 Pa3paGorka MeTOAMKH OJAHOBPEMEHHOro  omnpeaejaeHust V-
HUTpO3OoAUMeTHJIaMHHA, N,N-numetrundopmamuaa u  1-merua-1H-1,2.4-
Tpua3oJia ¢ ucnoJb3opanuemM MTA-d3 B kayecTBe BHYyTPEHHEr0 CTAaHAAPTA

MHoxecTBO (akToOpoB, TaKHME€ KAaK KOHLIEHTpAlUs OPraHUYeCKOro YIJepoja,
MEXaHUYECKUN COCTaB, COACPKaHUE BOJIbI, KOHIIEHTPALMS BOAOPACTBOPUMBIX COJIEH,
aKTUBHbIE (DYHKIIMOHANbHBIE TPYNIbl Ha TOBEPXHOCTH 4YACTUI[ BIMAET Ha
s pextuBHOCTh [ITOMD ananu3upyeMbIx BEIIECTB U3 MOYB [76]. BocnpunmM4nBOCTh
aHaUTa K MOJ00HOMY MaTpU4HOMY 3(PQEeKTy 3aBUCUT OT €ro CBOICTB, Hauboiee
BOXHBIMH W3 KOTOPBIX SIBJISIOTCSA: a) TUapoPoOHOCTh, ©O) JeTy4ecTh, B)
KHUCJIOTHOCTH/OCHOBHOCTh. Hampumep, yBenuueHue coaepKaHHus BOJbl B IIOYBE
NOBBIMAET 3(PGEKTUBHOCTh W3BICUYCHHS THUAPODOOHBIX COCTUHEHUMN, 3a CUET HX
BBITECHEHUSI BOJIOM U3 MOYB U OOJIBIIEMY CPOJICTBY K 3KCTPAKIIMOHHBIM MOKPBITHUSM,
B TO BpeMs KaK IOJISIPHBIE COCAMHEHUS CWIBHEE YAECPKUBAKOTCS BIAKHONW NOYBOMU
[8,76].

Takum 00pa3oM, KakIblil 00pa3el] MOYBbI XapaKTEPU3YETCs CBOEH COOCTBEHHOMN
KOHCTaHTOM pacnpeieseHus1 MeX1y MoYBOi U ra3zoBoil (azoii (Kns) 1, ciienoBarensHo,
coOCTBEeHHBIM KO3 (HUIIMEHTOM HAKJIOHA KaTuOpoBOYHOTO rpaduka (pucyHok 4). [pu
KaJTMOpOBKE BHEITHUM CTAHJAPTOB JIJIsl KAKJIOTO TUIA MTOYBBI HEOOXOAMMO MOJTYUUTh
OTJIETBHBIN KaTMOPOBOUHBIN I'paduK, YTOOBI M30€XKaTh 3aHUKEHUS WU 3aBBIIICHUS
WU3MEPEHHBIX KOHIICHTPALAH.

i . Sal = aal Ca
External standard calibration: a, > a,
o
= Internal standard calibration:
= — —
o k= da1 /aisl =ay /aisz
0 S|sl - aisl Cis
C
o)
o
0
: = k.Ca/Cis
2
8 aa2 Ca
C
o
(o
w | T e _a--
§| e
————————————— S|52 dis2 Cis

Concentration (or concentrations ratio)

[Tpumeuanue: Sa — OTKIMK aHaNUTa, Sis — OTKIMK BHYTpeHHero craniapra, Ca — KOHLEHTpalus
aHanmuta, Cis — KOHIIGHTpalus BHYTPEHHEro CTaHaapTa, a — KOd((UIMEHT HAaKIOHA NpsSMOU
3aBUCHUMOCTH OTJIMKA COEJAMHEHHS OT €ro KOHIIEHTpalu#, kK — ko3(hdUIMEeHT HakiIoHa MNpsSMO
3aBUCUMOCTH OTHOLIEHUN OTKJIMKOB aHajguTa K BHYTPEHHEMY CTAaHAAPTYy K OTHOIIEHUIO
KOHLICHTpAlMii aHAJIUTa K BHYTPEHHEMY CTaHJIAPTYy.

Pucynox 4 — Unmroctpanust MmatpudHoro 3¢ exra Ha rpadukax BHEITHEN U
BHYTPEHHEU cTaHnapTHoU kanmuOposku [110]
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[TpennouTuTeNbHBIN METO] K KOHTPOJIIO U MUHUMU3ALIUK MaTPpUYHOT 0 3 pexTa
JOJDKEH OBbITh IPOCTBIM, OBICTPBIM, aBTOMATHU3UPYEMBIM, HEIOPOTMM M TpeOOoBaTh
MUHUMAJIbHOE KOJUYECTBO JIOMOJHMUTENBHBIX MaTepHasioB M oOopynoBaHus. Ha
JAHHOM 3Talle HUCCJEJI0BAHMS, PEIIEHO HCCIEA0BATh BO3MOYKHOCTH BHYTPEHHETO
crannapra MTA-d3 kK KOHTPOIIO MATPUIHOTO A PeKTa Mpu KOJTUIECTBEHHOM OIEHKE
OCHOBHBIX NpoAYyKTOB TpaHchopmanuu HJIMI' B mouse.

3.1.1 U3yuenue maTpuunoro 3¢dexra

Kak nokazanu pe3ysbTaThl 3KCIEPUMEHTA, TUIT U BIAKHOCTb MTOYBBI BIUSAIOT HA
s pextuBHOCTh [ITOMD (pucynok 5). MakcumanbHas 3p(HEKTUBHOCTh IKCTPAKIIMU
aHaMTOB HaOIrOAanack Ui necka (PUCYHOK SA), a MUHUMAaibHas — JUIsl MOYBBI,
ooraroit rymycom (uepHoseM). [Tonydennsie miomaau nukoB MTA, IM®A n HIIMA
Npy aHajdu3e IecyaHod mouBkl B 16, 10 u 5 pa3 mpeBblIasid TUJIOMIAAM THKOB,
NOJIyYCHHBIE NIPH aHAJU3€ YEPHO3EMa, COOTBETCTBEHHO. Takas pa3HHMIA B
3(p(GEKTUBHOCTH 3KCTPAKIUK aHAIUTOB W3 MOYBBI MOXKET CYIIECTBEHHO CHIXKATh
IPaBUJIBHOCTD UX ONPEJEIICHHS [0 BHEIIHUM CTaHJapTaM.

A 60 - I VTA [ DMF ] NDMA (x0.3) B 30 [ VTA [ DMF ] NDMA (x0.2) 130
XH oA 10% [ ]25% XX o% A 10% ] 25%

25 —125

N
o
n
o

2.0

W
S
3}

Sa/SMTA-d3

Peak area (a.u., x10°)
N
o

o

0.5

NVAVAVAVA S

NAVAAYZ

LN U 4 NAEE|

Sand Light loam Heavy loam Chernozem 00 Sand Light loa Heavy loam Chernozem 00
Soil type Soil type

[Ipumeuanue: macca moussl 1,0 r; skcTpakiuoHHoe mokpbiTHe 85 MkM Kap/ITJIMC; Bpems

SKCTpakiuu 15 MuH; TemnepaTypa skcTpakiuuu 60°C; KOHIEHTpAMH AaHAJIUTOB U BHYTPEHHETO

crangapra 1,0 mr/kr.

Pucynox 5 — Bnusnaue tumna noussl U BnaxHocTH (0-25%) Ha A — otkiuku MTA,
JIM®A u HIMA; b — cooTHOIIeHHS TUIOIIAIeH MUKOB aHAJIUTOB U BHYTPEHHETO
cTaHnapta (Su/Surs-a3) npu ananmmuze merogoM [ITOMD-I'X-MC

Brayrpennuit cranmapt MTA-d3 obGecneunnn 3¢GGEKTUBHBIIT  KOHTPOJIb
MatpuuHoro 3¢gdexra npu onpeneneaun MTA, IMDA u HIMA B necuaHbix u
CYTJIMHUCTBIX MouBax (pucyHok 5B). [lonydeHHbIe COOTHOIIECHUS TIJIOIIA/ICH TMTUKOB
JAM®A u MTA-d3 (S73/Sss) nns mecka W CyriauHKoOB coctaBmsuin 1,3+0,3, a nns
yepHozeMma - 1,9+£0,1. CoorHomenus momniaaeit nukoB MTA u MTA-d3 (Ss3/Sss) nst
BCceX 00pasioB mouB cocTaBisuio 1,2+0,1, yTo OMM3KO K paHee yCTaHOBJICHHBIM
3HaueHusM [76]. MTA-d3 noxkazan MeHblnyto 3QQGEeKTUBHOCTb KOHTPOJS BIUSHUS
colepKaHMsi opraHuueckoro BemiectBa Ha oTkimk HJIMA. IlomydyeHnHoe
cootHomienue wiomaaeit nukoB HAMA u MTA-d3 (S74/Sss) niis mecka u CyraIuHKOB
coctaBisio 4,6+0,9, Torna kak Juisi yepHo3emMa — 12+2. 3HAYMTENbHYIO pa3HUILY
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3HaUYCHUN S74/Sss MOKHO OOBSICHUTH Pa3HUIICH MEXITy KOHCTAHTAMHU JMCCOIMAIINH
HIAMA (pK»=17,63) u MTA-d3 (pK»= 11,7 nnst MTA). B cpaBuenuu c MTA HIIMA
uMeeT 0oJiee HU3KUI MOTEHIIUANl MPOTOHUPOBAHUSA U MEHEE MOJIBEPKEH aJcopOLuu
yepe3 MOHOOOMEHHBIM MEXaHW3M, KOTOPBIH JOMHHHPYET B IOYBaX C BBICOKHM
CoJIepKaHUEM OpPTraHWYECKOTO BemiecTBa [74]. YBenmnuenue 3HaueHus S73/Sss ObLIO
MEHEE BBIpaXXEHHBIM, 4yeM S74/Sss, MOcKkoJbKy JIMDA umeer 0ojiee HU3KOE 3HAUYCHUE
pKp (14,44), uem HIMA.

Takum o6pazom, MTA-d3 n03BoJII€T KOHTPOIMPOBATH MATPUUHBIN 3P DEKT mpH
onpeneneann MTA, IM®A u HJIMA B necyaHbIX U CYINIMHUCTBIX ITOYBaxX C
UCIIOJIb30BAaHUEM  TBEepAO(Ga3HOW MHKPOIKCTpakiuu. JlJis TOYB C BBICOKUM
COJIepKaHUEM OPraHUYeCKOro BEHIECTBA HEOOXOJUMO MOCTPOCHUE OTICIbHOMN
KaJTMOpOBOYHOM MPSIMOIA, B OCOOEHHOCTH JJI aHAJIUTOB € 00JI€€ HU3KUM IMOTEHIIUATIOM
MPOTOHUPOBAHMUSI.

3.1.2 Ontumuzanus napametpoB [ITOMD

Kak moxkazano B mpeasiaymieM paszaene, HIMA u IM®A He moryT OBITh
onpeneneHsl B YepHO3eMe ¢ ucnonb3oBaHneM MTA-d3 B KauecTBe BHYTPEHHEIO
cTaHjapTa. bblio MpUHATO pellieHne pa3aeauTh UCCIIeNyEeMble MOYBbI HAa ABE TPYMIIbI
— IMOYBBI C BHICOKMM/HU3KHUM COJIEp>KaHUEM OpraHu4YecKoro BemiecTsa. [lepsas rpynma
BKJIIOYAJa IMECUaHYH) W CYIJIMHUCTYIO TIOYBBI C COJEPKaHUEM OPraHUuYECKOro
BelecTBa <1%, TOMUHUPYIOIINE B MECTaX MaJIeHUsI pakeT-Hocutenei B LienTpanbsHom
Kazaxcrane. Bropas rpynma BKJIOYaida TOJBKO YEPHO3EM C COACpPKAHUEM
opranudeckoro BemiectBa Oosiee 13%, Takue MOYBBI pacHpoOCTpaHEHbl HA MecTax
najgeHus BOnmM3u kocmozapoma Ilneceux (ceBepo-zaman Poccum). Ilenbto manHoro
sTana pabotr Obula onTuMmuzanus mapamerpoB TOMD (Bpemss u Temieparypa
AKCTPAKIUU) 7151 TouHOoTO onpeneneHus MTA, IIM®A u HIMA. Ontumu3zanus Obuia
OCHOBaHa Ha TIOJYYCHHH W CPABHEHUW TAHTCHCOB yrja HAKJIOHA KaJUOPOBOYHOM
npsiMoii (k) METOAOM BHYTPEHHErO CTAaHAApTa, MOCTPOECHHOW C HCIOJIb30BAaHUEM
oHO# ToukH 1o hopmyde (9):

k= Sis "My (9)
Sa My

rae k — cootHouieHue 3pHEKTUBHOCTEN AIKCTPAKIIUM AHAJIMTA U BHYTPEHHETO
cTaHaapra (U3 CcTaHaapTHOro oOpaslia), a TakKe TaHTeHC YyIJIa HaKJIOHa
KammOpoBOYHOM TIpsiMoil (slope); m, — mMacca aHanuTa B oOpaslie, MT; m;s — Macca
BHYTPEHHETO CTaHJapTa B oOpasie, Mr; S, — IUIONaJb MUKa aHamuTa, y.e.; Sis —
IUIOIAAb TMKa BHYTPEHHETO CTaHAapTa, y.€.

Jl51s ycTaHOBIJICHHUSI IPABUIIBHOCTHU OIpeIeTIeHHs OB U3MEPEHBI U CPABHEHBI
TAHTEHCHI YTJIa HAKJIOHA KaJUOPOBOYHOW MPSAMOM MpU Pa3HbIX COOTHOILECHUSX Ma/Mis
(1u5).

bbino ycranoBieHo, yTo napameTpsl TOMD BAUSAIOT HA TOBTOPSIEMOCTD Kpyvr U
knpma. TOMD nipu 60°C B Teuenue 15 MuH obecnednia MUHUMAJIbHBIE PACX0KICHUS
kpyr v knpma (10 1 8%, coorBeTcTBeHHO). Hanbomnbiue pacxoxaenus kpyr U knpua
nostydeHsl mpu TOMD B Teuenue 1 mus npu 80°C (45 u 34%, coorBeTcTBEeHHO). Takoe
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PACXOXKJIECHUE MOXKET OBITh BBHI3BAHO YBEIMYECHHUEM KOHIIEHTPAIIMU BOJbI B Ta30BOM
daze Ham oOpasnom, cHmkamome 3¢dekTuBHOCT, TOKpbiTUS Kap/IIAMC u
YBEJIMYMBAIONIEH KOHKYPEHIIMIO 3a COpONMOHHBIE MecTa. PacxokmeHue kwra
ocTaBasioch HUXeE 4% mnpu Bcex uccienyeMpix napamerpax TOMD.

YcpenHenHble 3HaueHUs k nepBoil rpymisl nous st MTA, IM®A u HIMA
cocrasunu 0,85+0,04, 0,8+0,1, 0,27+0,08, cooTBeTCTBEHHO, IpU ntapameTpax TOMDO
60°C u 15 mun. Habmomaemas crenenp m3BieueHus MTA, IMOA u HIMA B
MeCYaHbIX M CYIJIMHUCTBIX MOYBAaX C MCIOJIb30BAHMEM B pacueTax YKa3aHHBIX k
Haxoaunach B auamnazoHax 91-111, 84-130 u 65-150%, coorBercTBeHHo. [Inpokuii
Jrara3oH HaOmogaeMon crerneHu u3BnedeHuss HJIMA BbI3BaH 3HAUMMOM pa3HUIICH B
HaWJEHHBIX KOHILEHTpanusx B mnecke (65-104%) u cyrmunkax (80-150%). s
NpuONMKeHUsT HaOII0IaeMoOM  cTeneHu  u3BiedeHus onpeacneHus k  100%,
PEKOMEHIyeTCs HMMETh OTJAC/bHBIC KaTuOpPOBOYHBIC MpsIMbie (TAHTCHCHI YTJIOB
HAKJIOHA) JUJIS Ppa3IMYHBIX THUIIOB TI0YB. JIOCTHTHYTBIC Mpeaeiabl OOHAPYKCHHS
(paccuuTaHHBIE C HWCIONB30BaHUEM COOTHOmIeHUs curHan/mym) MTA, MDA u
HIMA B nmecyaHod moYBE U CYIIMHKax ¢ BiaaxHocTeio 0-25% mpm
ONTUMU3UPOBAHHBIX  ycloBusix coctaBunu 0,014, 0,012 wu 0,001 wmr/kr,
COOTBETCTBEHHO.

Jns yepnozema skctpakuus npu 80°C B TeueHue 1 MuH obecnedwiia
HauMeHblee paznuuue kpur U knpma (2 u 4%, COOTBETCTBEHHO) (pUCYHOK 6). [Tpu
JAHHBIX TIapaMeTpax JKCTPAKUHUHM YCPEIHEHHBbIC kw4, kpmr WU knpmsa COCTABUIIU
0,83+0,07, 0,5+0,1, 0,10+0,03, coorBeTcTBeHHO. HabaromaeMas crereHb U3BICUEHHS

MTA, IM®A u HIIMA a1 3Toil KcciaeayeMoi Tpynibl HaX0AWiIach B Juana3oHax
93-118, 72-129 u 62-150%, COOTBETCTBEHHO.

I VTA I DMF [ ] NDMA
50 ~ 50
Humus content < 1% E—

Chernozem

40 - 40
x 30 = 30 |
Y Y
[o] [o]
c c
k=] 2
® 20 - ® 20
> >
[} @
(m] [m]

10 - 10

60°C and 1 min 60°C and 15min  80°C and 1 min 60°C and 1 min 60°Cand 15 min  80°C and 1 min
Temperature and time of SPME Temperature and time of SPME

Pucynok 6 — 3aBUCMMOCTB OTKJIOHEHUS k, yCPETHEHHOTO ISl BCEX TUIIOB MOYB U
BiaxxHOCTH (0-25%) nipu pa3HbIX ma/mis OT TeMHepaTypsl U BpemeHun TOMD
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3.1.3 Tlpenensl oOHapyx)eHUS pa3pabOTaHHON METOIUKH

Pa3zpaboTanHasi MeTOMKa MO3BOJIUT MPOBOJAUTH IKCIIPECCHBIE U HEJOPOTHE TIO
cebectoumoctu ananmusbl. s ompenenenuss MTA, JIM®A u HIMA B omHOM
o0pa3ie nouBsl oHaA00UTCS MeHee 60 MUH, 0O0JIbIIIAs YACTh U3 KOTOPBIX TPUXOIUTCS
Ha aBTOMAaTU3UPOBAHHYIO MTPOOOINOATOTOBKY U aHanu3 (pucyHok B1). Paspaborannas
METOJuKa HE TpeOyeT MPUMEHEHUS TOKCHUYHBIX OPTraHUYECKUX PacCTBOPUTEICH U
COOTBETCTBYET MPUHIIUIAM «3E€JI€HON» aHATUTUYECKON XUMHUH.

[Ipenens oOHapyxenuss npu mnapamerpax TOMD 60°C u 15 MuH cC
UCIIOJIb30BaHUEM 3KCTpakiuoHHOro mokpeiTusd 85 MxM Kap/IIIMC mna MTA,
JIM®A n HJIMA paccuuThIBaIu 1O MOJYYCHHBIM JAHHBIM aHaJIN3a MOYBBI, O0TaToM
OpraHuKoM, HauOoyiee CWIBHO YyJep)KuBaroled aHaiutbl (pucyHok 7). Ilpenemns
oonapyxenuss MTA, IM®A u HIMA coctaBuiu 14, 12 u 1 MKI/KT, a HIDKHHE
TPaHMIIBI OTIPEEISIEMBIX KOHIIeHTparuii — 45, 40 u 3 MKI/KT, COOTBETCTBEHHO, YTO Ha
NopsAIoK HUxke ycraHoBieHHbIX [1J[K nccnenyempix BEeCTB B IOYBE.
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-
N
T T

-
o
T

S/N 250
2t .

Intensity, a.u., x10™
Intensity, a.u., x10™

0 Lo L A L/\kL , 0 . 1 . i A 1

10 12 14 16 10 12 14 16

Time, min Time, min
16 - 16 —
I m/z 83 I m/z 86
14+ S/N 220 14+~ S/N 220
B 12t S 121
X ESN
5 10 - S 10r
© p |
> 8 = 8
% 6 - % 6
£ [ c r
4 - = 4L
2 2 L
o k! Mwm Ul . ol ML I
20 25 30 20 25 30
Time, min Time, min

[Tpumeuanue: macca cyxoit mouss! 1,0 r; [ITOMD 15 mun npu 60°C, 85 mxm Kap/IIAMC; Ca=1,0
mr/kr. ['X-MC: xononka HP-Innowax (Agilent, CIIIA) 30 m x 0,25 mm x 0,250 MkM; porpamMma
Harpesa: 40°C (5 mun), 5°C/mun no 240°C (10 muH); netekTupoBaHue B pexxkume SIM; Bpems
CKaHMPOBaHMs OTAENbHOro noHa 200 Mmc.

Pucynok 7 — XpomaTorpamMmma 4epHO3€Ma, ¢ KOHIIEHTPALUENR OPTaHUIECKOTO
BewecTBa >13%, 3arpsi3HeHHOr0 npotykraMu Tpanchopmaru HIAMI
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3.1.4 Anpobanus pa3paOOTaHHOW METOIUKU

PazpaboTanHass MeToaMKa YCHENHO anmpoOWpoBaHa Ha MOYBEHHBIX O0Opaslax,
OTOOpaHHBIX B paiiOHE aBApUKWHOIO MaJeHus pakeTbl-HocuTens «lIpoToH-M» ¢
0JI0KOM KOcMuYecKux anmnaparoB «InoHacc-M» (myck ocymectsieH 2 urois 2013
rona). Konmentpammmun MTA, IM®A u HJIMA onpenenerst B 19 ob6pasmax
3arpsisHeHHOM mouBbl (Tabnuia 12). HalineHHble KOHIIEHTpAM OCHOBHOTO Mapkepa
3arpsizHenusi, MTA, B oOpa3uax moyBbl, OTOOpAHHBIX Ha CIEAYIOIIMHA JIEHb IOCIe
aBapuyd M3 IIEHTpa BOpPOHKH, cocTaBwiu 150-334 wmr/kr. JlaHHble KOHIEHTpaIUU
npesbimaroT B 15-33 pasza pexomennoBanHyto B Kaszaxcrane [IJIK MTA B mouse.
O6napyxenuble KoHIeHTpauu HIMA B o6pa3iax u3 neHTpa BOPOHKU HAXOAWINCH
B quanasone 1,52-17,3 mr/kr, uto npesbimaet [IJIK B 150-1730 pa3. Konuentpamnuu
JIM®A naxomuimuch B auama3zoHe 72-152 Mr/kr. MakcumanbHbIE KOHIICHTPAIUU
aHAIMTOB HAOIOMar0TCs Ha TIyOune or6opa 10-20 cM, MUHIMAaTBHBIC B BEPXHEM CIIO€
nouBsl (0-10 cm). Ha rmybuny no 40 cm murpupoBano 6onee 70% anamutoB. [lo
npo(HII0 TOYBBI HAMOOJBITUI MUTPAIIMOHHBIN TIoka3zatens uMen HIMA (pucyHok
8). Ero xoHIleHTpaly paBHOMEPHO pachpeiesieHbl Ha paccTostHuu Ao 230 M ot
LEHTPa BOPOHKH.

OOpa3upl, ortobpannsle B 2015 romay, XapakTepusyroTcs Ooriee HHU3KUMH
koHueHTpausimMu MTA, HIMA u [IM®A. Ux HaliieHHbIe KOHIIEHTpAIMU B 00pasiie
U3 LIEHTPa BOPOHKH COCTABISIOT 79, 6 1 37 MI/KT, COOTBETCTBEHHO.

1 C MTA, mr/kr 11,7 a55
3 CAM®A, mr/kr 5| 31,4
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Google Earth

Pucynox 8 — Touku oT60pa mpo6 MOUBHI, 3arpsI3HEHHON PaKETHBIM TOTUTHBOM Ha
ocaoBe HJIMI" (3 utons 2013 r.) u o6Hapyx)eHHBIC KOoHIIeHTparuu MTA, HIIMA u
JAMOA
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Tabmuna 12 — XapakrepucTtuka Todek orOopa mpod mouBbl (46°03'38" cam. u
62°59'43" B.1.) 1 HaliZICHHBIC KOHIICHTPAIIMK OCHOBHBIX MPOAYKTOB TpaHchopmauu

HAMD
No na Howmep Tara Tiy6una Ommcane Haiinennsie K;)HLIGHTpaI_II/II/I,
puc. 8 (1 p) oTbopa oToopa, MecTa (TOYKH) 0TOopa .

poObI cM MTA HAMA | IM®OA
- | T-1-1 0-10 |Hentp Boponku 150+5 [1,52+0,04| 7242
- T-1-2 10-20 |LlenTtp BOpOHKH 33442 | 17,3£0,5 | 15245
S-1-3| T-1-3 30-40 |LlenTp BOpOHKH 2371 | 16,5+1,7 | 126+9
S-4 T-5 g 0-20 |25 M ot nerTpa B C3 Harmp. 335+13 | 9,0£0,6 | 130+11
S-5 T-7 R 0-20 |90 m or menrpa B C3 mamp. | 1,68+0,01| 6,5+0,1 | 1,4+0,2
S-6 | T-15 g 0-20 [140 m ot nenrpa B OB nanp. |1,28+0,04| 4,8+0,3 [0,89+0,01
S-7 | T-19 0-20 |130 m or uentpa B CB mamp. | 92+1,8 | 2,7+0,3 | 2,6+0,2
S-8 | T-23 0-20 |230 m ot uenrpa B IO Hamp. 0,8+0,4 | 5,2+1,2 | 0,6+0,2
S-9 | T-25 0-20 |175 m or uentpa B 103 namp. 0,59+0,02| 2,84+0,1 |0,62+0,01
- T-3 16 M ot entpa B CB Hamp. 79+6 5,6+0.4 37+2
- T5 25 m ot ienTpa B C3 Hanp. 68+7 4,8+1,5 3343
- T7 90 M ot uentpas C3 Harmp. 1542 2245 1342
- T9 - 100 m ot uentpa B C3 manp. | 12,8+0,6 | 14,1+0,7 | 7,4+0,5
- T16 S 105 m ot nentpa B OB manp | 4,7+0,2 | 15,2434 | 5,0+0,2
- T17 § 0-20 175 m ot nentpa B OB nanp. | 12,5+0,3 | 25,8+5,5 | 13,0+2,8
- T19 - 130 m ot nentpa B CB Hanp. | 30,5+0,1 | 37,2+0,1 | 18,543,0
- T21 105 m ot uentpa B CB Hamp. | 15,7426 | 27,2444 | 11,2+1,4
- T23 230 M ot uenrpa B O Hanp. 4,1+£0,1 | 37,9+£7,5 | 11,7£0,2
- T25 175 m ot nenrpa B O3 Hanp. | 30,4+0,1 | 30,0+2,2 | 22,8+1,2

[Tpumeuanue: macca moussl 1,00 r; koHneaTpanus MTA-d3 2,5 mr/kr; ypaBHoBemmBanue mpu 40°C
B TeueHne 24 u; [ITOMD 15 mun npu 60°C, 85 mxm Kap/ITIMC.

3.1.5 3akiroueHwue no pasnueny

Takum oOpa3zom, pa3paboTaHa METOJMKa OJTHOBpEMEHHOTO onpeneneHust MTA,
IM®A u HIMA B mnouBax wmerogoM [ITOMOI-I'X-MC. IlokazaHo, dTO
ucronb3oBanue MTA-d3 B kauecTBe BHYTPEHHEIro CTaHJapTa IMO3BOJISIET MOMHMO
MTA onpegenuts MDA u HIAMA. YcranosieHo, uro Hanbomnee Oauskue k 100%
HaOmogaeMble cteneH u3BiaedeHus (MTA: 91-117%, IM®A: 85-123% u HJIMA:
80-120%) obecneunBaer Ttemneparypa 3kctpakuuu 60°C u Bpems 15 wmuH.
Hocturnyteie mpeaensl obHapyxkenus MTA, IM®A u HJIMA B nouBax mpu
ONTHUMHU3UPOBAHHBIX MapaMeTpax cocTaBisaoT 14, 12 u 1 MKI/Kr, COOTBETCTBEHHO.
PazpabotanHass MeTOAuKa MO3BOJMT MPOBOAUTH JKCIPECCHBIE U HEAOPOTHE 10
ce0eCTOMMOCTH aHaIN3bI.
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3.2 Pa3pa0doTKka MeTOAMKH MOJYKOJIUYEeCTBEHHOT0 ONpeae/IeHUsl JTeTyYuX U
NoJIyJIeTy4ux npoaykros tpancpopmanuu HIAMI' B mouBe ¢ UCno1b30BaHHEM
peajJibHbIX 3arpsi3HEHHBIX 00pPa3l0B MOYBbI M KUIAKOCTHOWH IKCTPAKIMHU IJIA
NMOCTPOEHUS] KATHUOPOBKH

[Ipenpinymue SKCepUMEHTHl OBUIM COCPEIOTOYEHBI HA TPEX OCHOBHBIX
npoaykrax Tpanchopmanuun HIIMI'. Onnako, B HacTosiiee BpeMs u3BectHo Oosee 80
IPOAYKTOB TpaHchopmalui (OCHOBHbIE M3 HUX MPEACTABICHBI Ha PUCYHKE 9 U
tabnune 5). OnpeneneHue BCEX ATUX COEAUHEHUM B TMouBe ¢ nomoinpio [ITOMD
MOKET OBITh OCJIO)KHEHO M3-3a: a) OTCYTCTBUS M/WJIM BBICOKOM CTOMMOCTH CTaHAapTOB
(4MCTBIX COEMUHEHUM), U, 0) HU3KOM CTAOUILHOCTH aHAJIUTOB M WX JAETrpajallid BO
BpeMsi MPUTOTOBJICHUS CTaHAAPTHBIX OOpa3IOB KOHTPOJS KadecTBa U 0OpaslioB
MIOYBHI.

NN
N N ~ ”\
</ \ HNTN o
@ N=> Q H,N 7 CH,

NupuanH MupasuH 1H-NMupason ®opmamup, 1-Memn-1H-umuaason
(MK)
N CH Q
3
B Ly | }
Nw< ( ~ ( Hac/Nm H,C—
CH, CH o} H,
1-MeTtun-1H-nupason 1-Metun-1H-1,2,4-tpuason N,N-QumeTtnndopmamuma, N-HuTposoaymeTunamuH
(Mn) (MTA) (AM®A) (HAMA)
o\ OI | N=C
i k N N—CH,
N™ H
\ H 3
OUMeTUArnapasoH 1-®opmunn-2,2-guMeTUArnapasmH OVMMeTUNaMUHOALLETOHUTPUA
dypanbaernaa (AMroyp) (dOMT) (AMAAH)

Pucynok 9 — CTpyKTypbl OCHOBHBIX II€JIEBBIX JIETYUHX U CPETHENETYUUX MPOTYKTOB
tpanchopmanmu HIAMI

Jlyis ompesieNieHunst THX COSTUHEHHUH ObLT TIPETOKEH CISTYIOUTHI MTOAXO0/I:

1) BBeIeHUE U3BECTHOTO KOJIMUECTBA BHYTPEHHETO cTaHaapTa B >10 ciydaifHo
BBIOpAaHHBIX 00PA3IOB MOYB;

2) oKcTpakius npoaykroB  TpaHchopmarmu  HJIMI  opranuyeckum
pPacTBOPUTEIIEM U3 MTOATOTOBJICHHBIX 00PA3II0B MOYB;

3) ananu3 skcTpaktoB Ha ' X-MC;

4) ompeneneHue ¢ UCIOIb30BAaHUEM KaTuOPOBOYHBIX IPAPUKOB, MOTYyUEHHBIX
C WCIOJBh30BAaHUEM PACTBOPOB CTAHIAPTOB WJIM COCAMHCHHM, UMEIOIIUX CXOJHYIO
XUMUYECKYIO CTPYKTYPY B OPTAaHHYECKOM PACTBOPHUTEIIE;
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5) ananmu3 paHee BBIOpAHHBIX OOpAa3IOB TOYB C 3apaHee BHECEHHBIM
BHYTPEHHHUM CTaHAapTOM c ucnolib3oBanrem [ITOMI-I'’X-MC;

6) moiydeHWe KaauOpOBOYHBIX TpadUKOB 3aBUCUMOCTH COOTHOIICHUMN
MHTEHCUBHOCTEN CUTHAJIOB AHAJIINTA U BHYTPEHHETO cTaHaapra ¢ nomousio [ITOMO-
['X-MC OT KOHILIEHTpaluu aHAJIUTa, ONPENCIICHHON 3KCTPAKIHUEN pacTBOPUTEIEM U
['X-MC;

7) OlleHKa TPUMEPHBIX KOHIICHTpAIlMH MPOAYKTOB TpaHChOpMaAllUU C
WCII0JIb30BaHUEM COOTHOIIEHNW MHTEHCUBHOCTH aHAJIUTA U BHYTPEHHEIr0 CTaHIapTa,
u3MepeHHbIX ¢ nomomplo [ITOMO-I'’X-MC, um nonaydeHHBIX KOPPEISALHOHHBIX
rpauKoB.

[{enpr0 MaHHOTO PKCIIEPUMEHTA OBLIO MPOBEPUTH BO3ZMOXKHOCTH MPUMEHEHUS
MPEIVIOKEHHOTO TMOJAX0/1a K OLEHKE MPUMEPHBIX KOHLEeHTpanui 1,3-gumernn-/H-
1,2,4-tpuazomna (IAMTA), IMAAH, ®JIMI" u apyrux mpoayKTOB TpaHCpopMaluu
HJIMI B 00pa3iiax mo4Bsl ¢ UCIOIH30BAHUEM PA3TUYHBIX TAPAMETPOB IKCTPAKIIHH.

JIy1st BBICOKOM HAJIEKHOCTH JIMHUW KOPPETSIUU ObLI0 mpoaHanu3upoBano 10
MOYB B JABYX NapajuieNisiX pa3sHOW MPUPOJIbl, BIAXKHOCTU U C MIUPOKUM JUANIA30HOM
KOHLEHTpauil npoaykToB Tpanchopmanun HJAMI'. UccnepoBanus npoBOgWIM Ha
pealbHBIX U MOJEJBbHBIX OOpasuax. PeanbHble 00pa3lbl MOYB OTOOpAaHBI C MECTa
nageHus: paketel-Hocutens «IIlporon-M» B Llentpansnom Kazaxcrane (KOOpauHATHI
46°03'36.8" c.m1. u 62°59'43.94" B.n.). MoaenbHbie 00pa3ibl MOYB 1-5 roTOBUIU
MyTEM UCKYCCTBEHHOTI'O 3arpsSI3HEHUS MIECKa, JIETKOTO U TSKeIoro cyriauHka. O0pasiibl
8-10 oToOpaHsbI ¢ AMUIIEHTPa KpaTepa Bckope mnocie apapuu, 3 utoig 2013. OOpasibl
6-7 otoOpansbl B ceHTs10pe 2014 roa rnocse npoieaypsl 1eTOKCUKAIIH.

DKCTPaKIKI0 00pa3OB MOYB MPOBOAWIN IABYMSI CIOCOOAMHU, KIACCUYECKUM,
T.€. DKCTPAKUMEW OPraHUYECKHM PACTBOPUTENEM, U C UcHoib30BaHueM TOMO. B
KauecTBE OJKCTpareHTa WCIOJIb30Bald METaHOJ, TaK Kak OH oOecreynBaer
HAauWOOJBIITNE CTENEHW W3BJICUYCHHUS] TPOAYKTOB Tpanchopmanmu HJIMI. TOMD
MPOBOAWIIM MPU pa3HbIX uccieayembix napamerpax: 40°C u 5 mun, 60°C u 1 mus,
60°C u 5 mun, 80°C u 1 muH, a Takxke ¢ no06aBneHueM n30bITKa Bojabl pu 80°C u 5
MUH BoJIokHOM 85 Mkm Kap/TTJIMC.

Jlns pacuera KOHIEHTPALUM, KOHTPOJISI TOTEPh MPU IKCTPAKIIUU METAHOJIOM,
YyBCTBUTEJIBHOCTH JIETEKTOpAa WCIOJIB30BaH METOJ BHYTPEHHETO CTaHJapTa, B
kKadecTBe KoToporo BbicTynan MTA-d3. KanuOpoBouHasi 3aBUCUMOCTb CTPOMIIUCH
myTeM MpsIMOTO BBOJIa B ['X METaHOJBHBIX PACTBOPOB MPOJYKTOB TpaHC(opMarmu
(MTA, HAMA,oIMTI', IM®A, IMAAH) ¢ konuenTpanueit B guamnazone 0,10-19,2
M/, copepxkammx MTA-d3 B konuuectBe 2,26 mr/in. MUHUMaNbHBIN KO3(PGUITUEHT
JNETEPMHUHAIIMHN TOJYYEHHBIX KaIMOPOBOYHBIX NPsiMbIX cocTaBisl 0,9990 (tabnuia
bl). Jlns Bcex ucciaegyembix nupaszonioB u JMTA wucnonb3oBaH TaHTEHC yria
HaklIoHa, mnoxydeHHbln i1 MTA. HaliieHHble KOHLIEHTpalUW AaHAJIUTOB B
UCCIIeIyeMbIX 00pa3Iax Mo4Bkl yka3aHsl B Tabmumax b2-b7 .

3.2.1 Koppensmusa otHomenuit otknukoB JIMAAH, HIMA, IM®A, MTA,
JAMTA u ®IMI" k MTA-d3

[Tonyuyennsie oTHOmIEHU OTKIUKOB JIMAAH, HIMA, IM®A, MTA, IMTA
u OJIMI' k orknuky BHyTpeHHero ctanaapra (MTA-d3) xoppenupoBaiu ¢
KOHIICHTpAIIMEH HSTUX AaHAJUTOB, OMNPEJACICHHOW C TOMOIIBI0  AKCTPAKIIUU
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pactBopureneM (pucyHok 10). CkoppekTupoBaHHbIE KOI(DPUITUEHTHI JeTEPMUHAIIUN
R’ (Adj. R?), nonydeHHble IpU pa3HBIX TeMmIeparypax u Bpemenu IITOMD ¢
UCII0JIb30BaHUEM BHYTpeHHero cranjpapra MTA-d3 Haxoaunuck B auanazone 0,73-
0,99 (tabnuua 13), a 6e3 ucnonb3oBanus BHyTpeHHero crtanaapta 0,12-0,99 (tabnuua
14).

[Ipu ucnonwzoBanun MTA-d3 Bpems u temnepatypa [ITOMD, nobaieHue
u30bITKa BOJABI HE OKa3ald CYyIIECTBEHHOTO BIMAHHUS Ha KO3(QUIMEHTHI
JeTepPMUHAIIMU OOJIBIIMHCTBA KOPPEISIITUOHHBIX MPAMBIX U OCO TaHTE€HCOB YTJIOB UX
naknona. Tonsko mus JMAAH Adj. R’ camsunca ¢ 0,96 mo 0,73 ¢ yBenudeHneM
BpeMeHH [ITOMDO c 1 1o 5 mun ipu 60°C. OCO tanrencos yria HakioHa At HIMA
u ©JIMI" ne npessimanu 10%, aigs MTA, AMTA u IM®A — 3% (tabauma 15).

SPME O 40°C5min O 60°C 1 min 60°C5min X 80°C1min [> 80°C 5 min + 5 mL of water

800, MTA 160, DMTA

Sa/ SMTA—dS

09" 100 200 300 400 500 600 700

C, (mgkg")

C, (mgkg") C, (mg kg™)
800 | FDMH

50 75 100 125 150 175

C, (mg kg")

Pucynox 10 — Koppensiust Mexay KOHIIEHTPAIUsIMHU MTPOIYKTOB TpaHCHOpMAIIUH
HJIMI B 06pa3iax mo4Bsl, ONpeIeICHHBIMHI C UCTIOIb30BAHUEM dKCTPAKITUU
pactBoputeneM (Cy), ¥ TOIyYEHHBIMUA COOTHOIIECHUSIMA OTKJIMKOB aHanuToB U1 MTA-
d3 (Sa/Smr4-a3) ¢ ucriosib3oBanreM [ITOMD npu pa3HBIX KOMOWHAITUSAX TEMIIEPATYPhI
Y BpEMEHU
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Tabmuna 13 — TlomydeHHble CKOPPEKTHPOBaHHBIE KOA(DOUIIMEHTH JAETEePMUHAINH
3aBUCUMOCTH  OTHOILUEHUS
IIOJIyYEHHBIM IIPU pasHbIX TeMmreparype u BpemeHu I[ITOMO, k KoHUIEHTpauuu
aHanuTa, HAWJCHHON C MCIOJB30BaHNUEM JKCTPAKIIMUA PACTBOPUTEIIEM M KaTUOPOBKU
METOJIOM BHYTPEHHETO CTaH1apTa

OTKJINKOB

aHajlutTa K

BHYTPEHHEMY

CTaHJapTy,

Coenunenue KoadduimenT netepMuHaug ckoppektupoBansslii (Adj. R?) mpu pasHbIx
temneparypax u Bpemenu [ITOMO
80°C 5 muH +
40°C 5 mun 60°C 1 mun 60°C 5 muH 80°C 1 mun
S mJ1 BOABI

JIMAAH 0,8674 0,9591 0,7267 0,9651 0,9124
1-Metun-1H-
UPa30I 0,5526 0,6401 0,6174 0,7424 0,8099
1,3-AumeTnn-
1 H-ttupazon 0,0642 0,0941 0,0623 0,1187 0,2914
HIMA 0,9558 0,9525 0,8817 0,9341 0,9610
AM®DA 0,9832 0,9784 0,9790 0,9820 0,9900
1,4-JlumeTui-
1H-ttupazon 0,4946 0,4922 0,3621 0,2890 0,2523
1,5-AumeTn-
1 H-ttmpazon 0,5202 0,5826 0,5417 0,5699 0,7807
MTA 0,9902 0,9872 0,9896 0,9852 0,9811
AMTA 0,9886 0,9842 0,9882 0,9820 0,9863
OAMI” 0,8813 0,8881 0,8822 0,8683 0,8333

Tabmuua 14 — IlomydeHHblE CKOPPEKTHUPOBAaHHbIE KOA(P(UIMEHTH JAETEPMUHALNU
3aBUCUMOCTH OTKJIMKOB aHAJIMTA, MOJYYEHHBIX MPU Pa3HBIX TEMIEpaType U BPEMEHU
[ITOMD, Kk KOHUEHTpallUM aHaJWTa, HAWJECHHOM C HCMHOJIb30BAaHWEM HKCTPaKIUU
pacTBOpHUTENIEM U BHENTHEH KaITMOPOBKHU

Coenunenue Koo puuuenT qeTepMUHaiu ckoppekTupoBansblii (Adj. R?) mpu pasHbIx
temnepatypax u Bpemenu [ITOMD
80°C 5 muH +
40°C 5 mun 60°C 1 mun 60°C 5 mun 80°C 1 mun
5 MJI BOOEI

AMAAH 0,4119 0,6853 0,1200 0,4264 0,9647
1-Metun-1H-
MAPa30J1 0,4481 0,6166 0,5062 0,6693 0,6723
1,3-AumeTn-
1 H-ttupazon 0,0730 0,1402 0,1087 0,2959 0,1320
HAMA 0,8362 0,8965 0,7919 0,8279 0,9164
JIM®DA 0,7049 0,7546 0,6129 0,7066 0,7950
1,4-IumeTun-
1 H-ntupazon -0,0310 0,0294 -0,0249 0,2361 0,0372
1,5-AumeTnn-
1 H-niupazon 0,4456 0,4565 0,7668 0,6680 0,7656
MTA 0,8587 0,9034 0,7617 0,8322 0,9387
AMTA 0,9025 0,9148 0,8369 0,8507 0,9508
O AMI! 0,8368 0,8507 0,8247 0,8213 0,6344

69



Tabmuna 15 — IlomydeHHbIE TaHTEHCHI yTia HAKJIOHA KOPPEISIMOHHOM MPSIMOM
3aBUCHUMOCTH  OTHOIIECHUSA
IIOJIyYEHHBIM IIpU pa3HbIX TeMmrieparype u BpeMenu [ ITOMD npu ucnons3oBaHun

OTKJINKOB

aHajlutTa K

BHYTPEHHEMY

CTaHJapTY,

BHyTpeHHero ctangapta MTA-d3
Coenunenue TaHreHcsl yria HaKJIOHA KOPPENSALUOHHBIX MPSMBI, MTOJYyYEHHBIX IPU Pa3HBIX
temriepatypax u BpemeHu [ITOMD ¢ 0THOCUTENbHBIM CTaHAAPTHBHIM
otksoHeHueMm (%
40°C 5 wmm | 60°C 1 mum | 60°C Swmm | 80°C 1w | SO <o MHHY
5 MIJI BOOEI

JIMAAH 2,85(9) 2,63 (5) 0,92 (14) 1,15 (4) 7,80 (7)
I-Metun-1H-
MHAPa30J1 30,71 (20) 21,46 (17) 20,26 (17) 21,86 (13) 18,07 (11)
1,3-AumeTn-
1 H-tupazon 0,77 (65) 0,63 (57) 0,60 (66) 0,71 (52) 1,63 (33)
HIMA 4,02 (5) 3,05 (5) 1,90 (8) 1,73 (6) 4,16 (5)
JIM®DA 0,41 (3) 0,38 (3) 0,26 (3) 0,28 (3) 0,97 (2)
1,4-IumeTu-
1H-ntupazon 4,71 (22) 3,05 (22) 3,27 (28) 3,03 (33) 4,75 (36)
1,5-AumeTun-
1 H-ntupazon 1,55 (21) 1,20 (19) 1,35 (20) 1,21 (19) 2,79 (12)
MTA 0,34 (2) 0,34 (3) 0,32 (2) 0,32 (3) 0,57 (3)
JIMTA 0,24 (2) 0,23 (3) 0,25 (2) 0,27 (3) 0,25 (3)
O IMI’ 0,09 (8) 0,09 (8) 0,08 (8) 0,09 (9) 0,06 (10)

Bayrtpennuit crangapr (MTA-d3) npenycmarpuBan ymenbiienue OCO
TAHM€HCOB Yrja HakJIoHa KoppeisuuoHHbIX mpsMbix JIMAAH, HIAMA, JIM®A,
MTA, IMTA u ®IMI (pucynok 11). [Ipu ucnonszoBanuu MTA-d3 makcuMasnbHbIe
OCO (%) TanreHcoB yriia HakjgoHa CHU3UIUCH ¢ 51 10 14%. OCO TEeHreHCcoB YrJiioB
Hak0HOB npsimou s HIIMA, IIM®A, MTA u IMTA caunzunucs ¢ 11, 17,12 1 10
1o 8,4, 3 u 3%, COOTBETCTBEHHO.

sPME B2 40°C 5 min 77/} 60°C 1 min Ry 60°C 5 min [ 80°C 1 min [l 80°C 5 min + 5 mL of water
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Pucynok 11 — 3aBucumocts OCO (%) TaHT€HCOB YTJIOB HAKJIOHA KOPPEIALIMOHHBIX
npsMbIX, TocTpoeHHbIX ¢ MTA-d3 u 6e3 Hero
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[ITOMD nipu 60°C B Teuenne 1| MuH ObUTH BEIOPAHBI B KAYECTBE ONMTHMAIBHBIX
YCIJIOBUH, KOTOpBIE MOKa3ajJu HauOOJBIIYI0 MPaBUIBHOCTH OIpeneiaeHus (Tadnuia
16). HaGmromaemas crenens uzpineuenus IMAAH, IMOA, HIMA, MTA u JIMTA
Haxoauiach B auanazoHe 53-267%, 4To mnpuemiemMo Ui MOJIyKOJIMYECTBEHHOU
OlleHKM KoHIeHTpauui. Halinennsle konueHTpannun OJIMI" okazannch 3HaUMTENBHO
3aHMXEHBI B MOJIETIbHBIX 00pa3iax (B 2-5 pa3), Mpu 3TOM B pealIbHBIX TpeX 00pa3iax
MOYBHI, IJIe HOMUHaIbHAS KoHUeHTpauus OJIMI" Haxoaunace B quanazone 125-165
MI/MT, HaWJleHHas BapbupoBaiach oT 91 mo 192 mr/kr, mokasbiBas HaOII0IaEMYIO
CTeneHb u3BJeueHus B auana3zone 19-144%. Ilpoananu3upoBaHHble KaTuOPOBOYHbBIE
oOpasubl conmepkanu KoHueHtpanuu OJIMI’, HepaBHOMEpPHO pacIpeesieHHbIE IO
JUHEHHOMY Auana3oHy KoHueHTpanui (pucyHok 10). Ilpumenss mnpeasaraemslii
NoAXoa K KamuOpoBKe, abopaTopud HEOOXOJMMO HaKarIuBaTh oOpaslbl ¢
W3BECTHBIMM  KOHIIEHTPALIUSIMM  Pa3IMYHOTO  ypoBHsA.  HibkHHMe — rpaHuusl
ompenensiemMbix KoHuentpauut JIMAAH, JIM®A, HJIMA, MTA u JMTA
co0TBETCTBYIOT 4, 4, 1, 10 u 6 mr/kr (Tabnuima 16).

Tabmuma 16 — Ilapamerpsl pa3paOOTaHHOW METOIUKH MMOJYKOJIMYECTBEHHOTO
onpenaenenus npoaykroB Tpanchopmauuu HJIMI' B moue metomom [ITOMI-I'X-
MC ¢ ucnonb30BaHUEM pealbHbIX 3arpsI3HCHHBIX 00pPa3IOB MOYBHI M JKUIAKOCTHOMN
AKCTPAKIUU JUIsl TOCTPOCHUS KaTUOPOBKH

Hwxnss
N Habmonaemas rpaHMIia
JIuneiinbIit )
Coenunenne R k CTEIECHb OIpEeEIIAEMbIX
JMaIa30H, MI/KT o o
W3BJICUCHHUS, %0 | KOHIICHTPAIIUM,
MT/KT
JIMAAH 4-31 0,9591 2,63 70-159 4
JIMODA 4-577 0,9525 0,38 89-267 4
HIAMA 1-25 0,9784 3,05 53-191 1
MTA 10-592 0,9872 0,34 89-136 10
JIMTA 6-250 0,9842 0,23 75-123 6
OAMI! 3-165 0,8881 0,09 19-144 3
[pumeuanne: IITOMD npu 60°C B Teuenue | MuH; k — TaHreHc yria HakioHa npsmoif, R? —
KO3 QULIMEHT JeTepMHUHALIUY NIPSIMOM.

[Tosry4eHHBIE COOTHOIIEHHSI OTKJIMKOB IIMPA30JI0B U BHYTPEHHETO CTAH1apTa HE
KOPPEIUPOBAINA C UX KOHLEHTPALUsIMHU B IIOYBE, TaK KaK, NO-BUIUMOMY, IapaMETPhI
[ITOMD u 3KCTpakMU pacTBOPUTENEM ObUIM HEAOCTATOYHO ONTUMHU3UPOBAHBI JJIS
oTpesieNieHNUs BCEX aHAJIMTOB, W/WJIM KOHIEHTPAILlUK BO BCEX 00pa3iax He MPEeBbIIaIN
2 mr/kr. Tonbko npu 100aBI€HUH U30BITKA BOJBI MAaTPUUHBINA 3PPEKT CHUBUIICS IS
1-metun-/H-nupasona u 1,5-gumernn-1H-nupasona. CKOPPEKTUPOBAHHBIA R’ mx
KoppenanuoHHou npsamont yenuuuiics ¢ 0,74 u 0,59 no 0,81 u 0,78, COOTBETCTBEHHO.
Hpyrue ananusupyemble BemiectBa (Tabnuna 6) He ObUIM OOHAPYXKEHBI B
OOJIBIIMHCTBE MPOAHAIM3UPOBAHHBIX O0pA3IOB C HCIOJB30BAHUEM 3KCTPAKIUU
pactBoputeneM u/mwiu [ITOMD.
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3.2.2 3akiiroueHue 1o paszienny

B xozae naHHOTO 3Tarna ucciieJOBaHU YCTAaHOBJIEHO, YTO:

— moaydeHHble oTHoueHus otkiukoB JMAAH, HIMA, JIM®A, MTA,
JIMTA u OJIMI' x MTA-d3 xoppenupoBaiu C HaWJEHHbBIMU KOHILICHTPALUSIMHU
aHAIUTOB B Mpo0ax mnouBbl. CKOPPEKTHUPOBAHHBIE KO3(PPULUUEHTHI I€TepMUHALUN
(Adj. R?) maxoaunuce B quanasone 0,73-0,99;

— BpeMmsa u Temneparypa [ITOMD He BAUsAIM HA KAaY€CTBO KOPPEIALMOHHBIX
npsameix 11 HIMA, IM®A, MTA, IMTA u ®/IMT;

— BHECEHHE U30bITKA BObI YBEITUYUBAIIO pa30pOC JaHHBIX, OJTHAKO MO3BOJIUIIO
KOHTPOJUPOBATh MAaTPUUHbBIN 3P PeKT npu 3KcTpakuuu 1-metun-/H-nupazona u 1,5-
auMeTun- [ H-niupaszona;

— TPEIOKEHHBIH  TMOAXOJ  IO3BOJIAET  OLECHUTh  IPUOJIH3UTEIbHBIC
koHnentpauuu JIMAAH, HIMA, IM®A, MTA, JIMTA ¢ ucnons3oBanuem MTA-
d3 B KayecTBe BHYTPEHHErO CTaHJapTa C HAOJI0JaeMOM CTEIECHBIO H3BJICUCHUS B
nuariazoHe 57-267% u HUKHEW rpaHuliel onpeensieMblx KoHeHTpauii 1-10 mr/kr.

— TPEMJIOKEHHBIM TMMOJAXOJ MOXKET ObITh PEKOMEHJOBAaH [Jisi OLEHKHU
NPUONU3UTENbHBIX KOHIICHTpAIui HECTAOWIBHBIX MNPOIYKTOB TpaHchOpMalud U
COCIMHEHUW, JUISI KOTOPBIX CTAaHAAPThl HEIOCTYNHBI; TeéM He MeHee, [[TOMD u
HKCTPAKIUSA PACTBOPUTENIEM JOJDKHBI OBITh TIIATEIbHEE ONTUMHU3UPOBAHBI IS
KOJINYECTBEHHOTO OIPEJICIICHUSI BCEX aHAJIUTOB.
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3.3 PaszpaGorka u anpodauusi MeTOAMKH OINpeAejeHUs TPOIYKTOB
Tpanchopmamun HJIMI' B oOpasuax mouyBbl ¢ HCIOJb30BAHMEM KAJUOPOBKU
METOI0M 100aBOK ¢ 100aBJIeHHEM BHYTPEHHEr 0 CTaHAapTa

Kax Obu10 moka3aHo B MPEABIAYIINX pa3fenax, MaTpUudHbIi 3 (HEKT mpuBOIUT

K CHIDKEHUIO TPABWIBHOCTH OMpeeNieHus MpoaykToB TpaHchopmanuun HJIMI.
[Toaxoa Ha OCHOBE BHYTPEHHET O CTaH1apTa He o0ecrieuynBaeT 3pPeKTUBHOTO KOHTPOJIS
MaTtpuuHoro 3¢@dexra g omnpeleieHUus BCeX MPOAYKTOB TpaHchopMallud H3-3a
MHOXecTBa (haKTOpPOB, BIHUSIONIMX Ha pacHpeicsicHUE aHaJUTOB MEXKIYy IMOYBON M
razoBoi (azoit Hag oOpasmom. KanmbpoBka MeTogoM 100aBOK JOKHA 00ECTICUUTh
JYUYIIUN KOHTPOJIb MaTpu4yHOro sddexra, yeM KaauOpoBKa METOJOM BHYTPEHHEIO
CTaHJapTa, MOCKOJbKY CBOMCTBa JOOABIIEHHBIX AHAJIUTOB AHAJIOTHYHBI CBOMCTBaM
aQHAJIUTOB, YX€ MPUCYTCTByIOmUX B oOpasznax [110]. OmHako nia HaIexaleH
MPaBUIBHOCTH OJHOTO aHajau3a TpeOyeTcss Ooblliee KOJIMYECTBO KaTMOPOBOYHBIX
oOpasmoB. /[Ji1 MOBBIMIEHUS MPABUIBHOCTH KATHOPOBKY METOJIOM JT00AaBOK MOYKHO
KOMOMHHpPOBaTh C BHYTpEHHHM craHmaptom [127,134]. Ileasto »TOro 3Ttama
ucclenoBanuil 01 BBIOOP Hambosiee 3P(HEeKTUBHOTO METOa KOJTUYECTBEHHOUN OIICHKH
JUISL ONTHMMU3UPOBAHHOTO METOJa, OCHOBaHHOro Ha IITOMD, myrem cpaBHEHMS
pEe3yJIbTaTOB KOJIMYECTBEHHOM OILICHKU C METOJOM, OCHOBAaHHBIM Ha YCKOPEHHOM
OKCTPAKIMU pacTBoputTenem [74]. OnHako, BMecT€ C OTUM ObUIM HW3Y4YEHBI
BO3MOXXHOCTH TaHJEMHOW MAacCC-CIIEKTPOMETPUU U XUMHUYECKOW HOHM3ALMM JJIs
MOBBIIIIEHUS YyBCTBUTEIBHOCTH U CEJICKTUBHOCTH METO/IA.

3.3.1 IlpumeHeHne pexMMa MOHMTOPUHIA 3aJaHHBIX PEAKUUNA B TaHAEMHOM
MacC-CIHEKTPOMETPUUECKOM JETEKTUPOBAHUU TTPOYKTOB Tpancopmanmu HAMI

OaHUM U3 HEIOCTATKOB MPHU aHAJIM3€ 00Pa310B CO CI0KHON MaTPHUIIEH METOI0M
[ITOMDO-I'’X-MC sBnsieTcsi HU3Kas CEIEKTUBHOCTb W BBICOKHM YPOBEHb IIyma
XpoMaTorpaMM JIJisi HEKOTOpBIX m/z. Hampumep, xpoMarorpamMma, moaydeHHas MpH
aHaJIU3€ IOYBBI, C BBICOKUM cojiepxkaHueM rymyca merogom I[ITOMDOI-I'X-MC B
pexxuMme ckaHupoBaHus 1o m/z 83, coorBeTcTBytomeMy MTA (pazmen 3.1.3, pucyHok
7), conepxuT cBbilie 10 TUKOB B OTpE3KE XpoMarorpaMmsbl, paBHOM 1 muH. Takum
00pa3oM BBICOKA BEPOSITHOCTh HAJIOKEHUS MHUKA aHAJIWTa W MHUKA MATPUIIbI, YTO
MPUBOJUT K YBEIWYEHUIO TUIOIIAM MHUKA OCHOBHOTO MOHA, CHUXAas MPaBWIbHOCTh
METOAA.

[IpenmMy1iecTBOM TaHIAEMHON MacC-CHEKTPOMETPUU B PEKUME MOHHTOPUHTA

MHOECTBEHHBIX PEaKIUi SBISIETCS BO3MOXKHOCTH BhIOOpa HamboJsiee crielupuaHbIX
peakiuii, aKTUBHPOBAHHBIX coyJapeHusiMu (pucyHok 12). 3a cyer 3TOro
YyBCTBUTENBHOCTh, CEJIEKTHUBHOCTh W IMPABUIBHOCTH METOJA MOTYT CYIIECTBEHHO
YIIYyUYLIUTHCS.
HNuctpymenrtanbhbie npenensl oonapyxenus ' X-MC ¢ noHuzanuei 31eKTpoOHaMH U
MOCJIEAYIOIIUM JETEKTUPOBAHUEM B PEXKMME MOHUTOPUHTA BBIOpaHHBIX HOHOB (SIM)
OCHOBHBIX TpOoayKkToB TpaHchopmanmu HJIMIT nHaxomstcs Ha ypoBHe 4-25 mr
(tabmuma 17), 9TO COOTBETCTBYET JUTEPATypHBIM JaHHBIM [72,73]. 3a cuer
MPUMEHEHUS TAaHJEMHON MacC-CIIEKTPOMETPUU BO3MOXHO JIOCTUTHYTh 00JIee HU3KHE
npezaenst (0,3-2,2 nr) [69].
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1-Metunn-1H-1,2,4-Tpnason 1-®opmun-2,2-4UMeTUATMAPasUH

OTHOCUTENbHAA MHTEHCUBHOCTD, %
OTHOCUTENbHAA MHTEHCUMBHOCTD, %

JHeprusa BTOpUYHOM dparmeHTauumm, aB SHeprusa BTOpUUYHOW dparmeHTaumm, 3B

—=—-506.00>44.10 —®—59.00>30.10
—e—383.00>56.10 —8—83.00>28.10

Pucynox 1 — [Ipumep noiaydeHHbIX rpa)uKOB 3aBUCUMOCTH MHTEHCUBHOCTH CUTHAJA
OT BEJIMYUHBI SHEPTUH BTOPUYHOU (PparMeHTaluu

Tabmuna 17 — JlocTHTHYTBIE TIpEeAeibl OOHAPYIKEHUS MAacCC-CIEKTPOMETPHUECKOTO
JIeTeKTopa ¢ noHu3aImen snekrponamu (pazaen 2.2.1, '’X-MC 6890N/5975C)

Bpewms [Ipenen [Ipenen [Ipenen
OcHoB-
Coenunenue Hoit m/z | CKAHMPOBAHMS, OOHaAPYKCHHS onpeieNeHus OoOHapy)EHUS
MC MC (SIM), nir | MC (SIM), it | MC/MC, 1t [69]

JIMAAH 83 200 5 16 -
HIMA 74 200 4 13 0,3
JIM®DA 74 200 15 50 0,9
MTA 83 200 5 15 0,4

MTA-d3 86 200 14 46 -
O IMIT 59 200 23 78 2,2

JocturnyThle WHCTpYMEHTalIbHbIe Tpenensl oOHapyxkeHus ['X-MC/MC c
MOHM3AlMeN DJIEKTPOHAMH OCHOBHBIX NPOAYKTOB Tpancpopmanuu HJIMI mnpwu
YCJIOBHH BBOJIa IPOOKI MpH JeieHUur ToToka 2:1 Haxoasrcs B auanazone 0,1-268 nr
(trabmuma 18). Ilpenensr oOHapy»)eHUsT HWKE | M JOCTUTHYTHI JJIsi OOJBITMHCTBA
aHanmuToB (coenuHeHus 1-14 u 25 u3 Tabnuiel 18). JIOMOJIHUTEILHO CHU3UTD MPEICIIbI
OoOHapy>KeHHsI BO3MOXKHO 3a CYET ONTUMHU3ALMU [apaMeTpoB BBoAa oOpasiia,
HaIlpuMep, UCKIIOUYEHUEM JICJICHHsS] MOTOKAa W BBOJOM oOOpasiia MpU MOBBIIICHHOM
JABJICHUH. Y Iy4IIuTh (PopMy razoxpomaTorpaduueckux MUKoB U CY3UTh IIUPUHY Ha
MOJIYBBICOTE MPU HCIOJIB30BAaHUU peXMMa BBOAa oOpasia 0e3 JejeHus IMOTOoKa
BO3MOJKHO, IPUMEHSISI KpuoreHHoe (hokycupoBaHue [8].

Boicokue mpenenbl OOHapy»EHUsT NUPa30JioB U MMHUJA30J0B (8-76 mr)
OOBSICHUMBI TE€M, YTO TOJIyYEHHBbIE TMHUKH WUMEJU JIOCTAaTOYHO OOJBIIOE 3HAYCHHE
IIMPUHBI TIMKa Ha TmoiyBbicoTe (pucyHok 13). BeposatHo, wucnons3yemas
xpomarorpaduueckas koironka HP-INNOWax (0,25 mm x 30 M ¢ TONIMHON TIIEHKH
0,25 MKM) HE TOAXOAMUT Ui pa3/ieICHUs] UMU1a30J10B U NMUPa30i0B. [IpuBeneHHbIC
npenensl  OOHApY)KEHHsSl JaHHBIX coenuHeHui (Tabnmuna 18) JOoCTUTHYTBI C
ucnonb3oBanueM kojoHk HP-INNOWax (0,25 mxm x 0,25 mm x 30 M) 1 mporpamMMsbl
necop6ruu: HavansHas 170°C, HarpeB co ckopoctbio 15°C mo 300°C ¢ BeIaEpKKOM 5
MUH.
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Hnst nerextupoBanusi dopmamuna, N-metmndopmamuga (MDA), a Taxxe
®JIMI’, obnagaronumMu HanOoJiee HHTCHCUBHBIMU MOHAMU B MAacC-CIEKTpe ¢ m/z 45,
59 u 59 HeoOxommm Oosiee «msTKuN» THN WoHU3amuu. C WUCMOJIB30BAaHUEM
AIIEKTPOHHON MOHHW3ALMU JOCTUTHYTHI Mpeaesbl oOHapy)eHus aerekropa 268, 11 u
39 nr, COOTBETCTBEHHO.

35 -

30 -

, 25
25 9

15,2 15,4 156 15,8 16,0 18;

20 -
’ 3 / 19 20 24
11 ﬂ\«

15

\ 21
— 12 17 N’/\ 22
, 5 Mlm
23
1o 13,14 ‘ M 23
25 30

WHTeHcuBHOCTb, y.e. x10°

35 40

T T 1

10 15— 30 35 40

1
(T

Bpemsa, muH

[Ipumeuanue: BBoAMMBIN 00beM 1,0 MKII; HeneHre moToka 2:1; mporpamMma aecopOIuu: HadaabHas
170°C, narpeB co ckopocthio 15°C 1o 300°C ¢ Beinepxkoit 5 mun; koionka HP-INNOWAX (0,25
MKM X 0,25 MM x 30 M); mporpamMma TepMocTaTa KOJOHOK: HadajabHas temneparypa 40°C (5 muH),
Harpes co ckopocTbio 5°C/c 10 230°C; nactpoiika MC/MC cornacHo Tabauue 18.

Pucynok 13 — XpomaTorpamma, nojrydeHHas pu aHaiuse paboyero pacTpopa
AHAJIMTOB B AIIETOHUTPHIIC C KOHIIEHTparuen 1 mMr/a
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Tabmuna 18 — Ilporpamma MC/MC nerekTupoBaHUS C AJIEKTPOHHOW MOHM3AIMENd B PEKMME MOHUTOPHHTAa MHOYKECTBEHHBIX
peaKImii ¢ pacCCUYMTAHHBIMHU TIPEACIIaMi OOHAPYKEHUS JETEKTOpa

Ne Non- OHeprus Hon- Oneprust | CooTHoLIE Hpenex
Bpewms Hon- . | TIPOIYKT, . oOHapyxe
RT, NPOAYKT, 7/Z | BTOPUYHOU BTOPUYHOU HHUE
Coenunenue CKaHHMPOB | IPEILIECTBE m/z HUA
MUH (konmmuecTtBe | (hparmeHTall dbparmMeHTar] | HHTCHCUBH
aHus, MC | HHHUK, m/z 9 (kauecTBEH . JETEKTOpa
HHBIN) uu, 3B . uu, 3B ocTeu
HBIH) , TIT
1 2 3 4 5 6 7 8 9 10 11
Ll g4 |L144-Terpavern-2- 200 116,0 72,1 7 44,1 9 61 0.8
TETpa3eH
2 | 11,1 |Iupuoua 200 79,0 52,1 17 50,1 25 12 0,1
3 | 12,0 |Tlupasun 200 80,0 53,0 12 26,0 20 43 0,2
4 | 13,6 |2-Metunmnupasux 200 94,0 67,0 12 26,0 24 26 0,2
5 | 14,5 |3-Metunmupuaux 200 93.0 66,1 13 40,1 23 57 0.4
6 | 15,4 | N-HutpozoauMmeruiaMuH 200 74,0 44,1 7 42,1 19 45 0,7
7 | 15,4 |2,5-/Ilumerunnupasun 200 108,0 42,0 18 81,1 10 62 0,3
8 | 15,6 |2,6-[IlumeTunnupasux 200 108,0 42.0 18 81,1 10 73 0,4
9 | 15,8 | N,N-/lumetundopmamuy 200 73,0 44,1 9 58,1 9 33 0,2
10 | 16,2 |2,3-/IlumeTunmnupasux 200 108,0 67,0 12 26,0 10 30 0,2
11 | 17,8 |2,3,5-Tpumernnnupasux 200 122,0 42.0 18 81,1 10 53 0,3
12 19,8 2,3,5,6- 200 136,0 54,0 18 39,1 26 66 0,3
TerpameTmimupasuy
3] p g |I-Metur-7H-1,2.4- 200 83,0 56,1 9 28,1 19 26 0.5
TPHUA30JI
141 99 g | I-Tpureiirepomerna-111- |5, 86,0 59,1 9 30,1 19 21 0.9
1,2,4-Tpuazon
15 | 23,7 | N-Metundopmamus 200 59,0 30,1 9 28,1 27 4 11,2
161 93 g | 1-Popmmi-2,2- 200 59,0 44,1 11 30,1 7 51 39,0
JTMMETHITHIPA3HH
17 | 25,8 |1-Metun-/H-umuma3on 200 82,0 55,1 9 42,1 17 73,9 13,7
18 1 57 5 |HumeTHITHIpA3OH 2- 200 138,0 95,2 17 81,1 13 533 6,3
bypanpaeruia




[Tponomxkenue Tadauibl 18

1 2 3 4 5 6 7 8 9 10 11
19 | 27,5 |Dopmamus 200 45,0 29,1 17 41,0 27 14 267,9
20 | 28,2 |lH-TIupazon 200 68,0 41,1 13 28,1 19 34 10,6
21| 28,9 |3-Metun-/H-nupazon 200 82,0 55,1 11 53,1 17 48 8,3
22| 29,9 |3,5-Iumerunnupazon 200 96,0 54,1 19 41,1 25 71 13,5
23 | 36,0 |2-Otun-1H-nmupa3on 200 95,0 42,1 17 54,1 17 14 76,5
24 | 37,2 | 1H-Umupazon 200 68,0 41,1 17 28,1 17 15 9,0
25| 39,3 |1H-1,2,4-Tpuna3zon 200 69,0 42,1 9 28,1 23 8 0,8

[Ipumeuanue: sHeprus anekTpoHoB 70 3B; Temneparypa ncrounrnka nonos 230°C, untepdeiica 250°C; BropuuHas dparmentamnus apronom (200
klla); 3aiep>kka pacTBOPUTEIIS 8 MUH.
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3.3.2 IlpuMmeHeHrne XUMHUYECKON MOHU3ALMU JI MOCIEAYOUIEro TaHI€MHOTO
MacC-CHEKTPOMETPUUECKOTO JIETEKTUPOBAHUSA MPOAYKTOB TpaHchopmarmu HJIMI

3.3.2.1 Bwibop raza-pearenra

B pe3ynbTare noayueHHBIX JaHHBIX Hanbosee 3¢ (HEeKTUBHBIM ra30M-peareHToM
siBisieTcst Mmetad (pucynok 14). TIporonupoBanHas monekyna (popmamuaa [M+H]"
(m/z 46), mnonaydyeHHas B pe3yJbTaTe peakiuh ¢ HOHOM-PEarecHTOM MeTaHa
UHTEeHCHBHEe MoHa Gopmamuaa [M+NH4]" (m/z 63), 06pa3oBaHHOIO B pe3yiabTare
peakIuu ¢ MOHOM-peareHToM amMmuaka B 35 pa3. IIpoToHHpOBaHHBIE MOJICKYJIBI
HAMA, IM®A, MOA u OIMI (m/z 75, 74, 60 u 89), monydeHHble TpHU
HCIIOJIb30BaHUN MeTaHa MHTEHCHBHee HOHOB [M+NH4]" (m/z 92, 91, 77, 106) B 2-5
pa3. Monekyna ®JIMI" npu ucnosb30BaHUM aMMHaKa B 4 pa3a UHTCHCUBHEE 00pa3yeT
IPOTOHUPOBaHHYIO Mojekyiny (m/z 89), yem won [M+NH4]". Jns ocTanbHBIX
aHAJIUTOB HW3MEHEHHE Ta3a-peareHTa HE TMOBJIUSJIO0 HAa WHTEHCUBHOCTh ITUKOB
OCHOBHBIX HMOHOB. Takum oOpazom, IjIs JadbHEHUIICH ONTHMH3AMNN XUMHYECKOM
MOHM3AIIMU BRIOPAH METAH B KAUECTBE Tra3a-pearcHTa.

210, 350 - 160
- dopmamung ®opmamng HAMA HAMA
63,5 p 75.1 Y 92,1
© 180+ 46,0 =1 ’ © 300} , o 140}
= CH, > NH, = CH, = NH,
@ 150} ) @ 250 0)120—
> 4 > >100L
41204 g 4200} a
Q G 31451 Q o 80 75,0
€ 90| e 2 150] Q
o o o o 60
= S 2t N =
g 60r £ £ 100 £ 40l
[ [ (] (0]
T 30l g T 50l T 201
< < < <
0 . . i L 0 A L . X 0 N L . 0 . | i . )
60 90 120 150 60 90 120 150 60 90 120 150 60 90 120 150
m/z m/z m/z m/z
350 100 - 300 250
o 60,0 MO®OA ., 77,0 MOA oaAMr oAMI
; 89,5 Y
© 300t =] O 250] = 89,1
> CH, <& NH, > CH, = 200 NH,
g 250¢ g < 200 ¢
> > > [ >
5200 5 90r ) 5 150¢
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g o 20 ' ¢ T 50 06,
T 50f I I r T
< < < <
i 0 I 0 P P i I 0 |

-
o
o

60 90 120 60 90 120 150 60 90 120 150 60 90 120 150

m/z m/z m/z m/z
[Ipumedanue: koHeHTpanuu aHaauToB 100 Mr/n; BBoauMbiit 00bem 1,0 MKIT; nenenne motoka 2:1;
napieHue raza-pearenta 250 klla; HanpsikeHne Ha UICTOUHMKE HOHOB 70 B; TemmnepaTypbl HCTOYHUKA
noHoB u uHTepdeiica 200 u 250°C, COOTBETCTBEHHO.

Pucynox 14 — Ilonydennsie macc-ciekTpsl popmamuna, HIMA, MOA, ®IMI npu
UCIIOJIb30BaHUM METaHA M aMMHAKa B KAYECTBE raza-peareHra A XuMHUEeCKON
MOHU3AIUU

3.3.2.2 BiusiHue 1aBJIEHUS Ta3a-peareHTa Ha MHTEHCUBHOCTh CUTHAJIA

C yBennuenueMm nasnenus merana co 100 mo 200 xIla Bo3pacraror miomanu
NUKOB Bcex aHaimuToB (pucyHok 15). Coemunenus 2,3,5-TpUMETHINHUPA3HH
(coemunenue 11 Ha pucyske 15), 2,3,5,6-rerpamermnnupasut (12), popmamus (15,
18), ®AMI (16), umuaazonsl (17, 23, 24), nupazonsi (20, 21, 22) u 1H-1,2,4-Tpuazon
(25) yBennuunm oTkiuku B 1,5-2 pa3a. [lanpHeliee yBennuenue aasienus ¢ 200 no
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250 xIla mpuBeno K BO3pacTaHUIO OTKJIMKOB B cpeaHeM Ha 20%. Haumenbiiee
yBEJIMYEHUE OTKIMKAa HaOdogaerca s AUMETWIrHJpa3oHa 2-(ypaipaeruia
(coenunenue 19 Ha pucyHke 15), 111 KOTOPOro AajbHEIIee yBEIUUYEHUE JaBICHUS
raza-pearenra 110 250 klla ne okazano ¢ ¢pekra. Takum 06pa3oM, MPUHATO PEIICHHUE
WCII0JIb30BaTh JaBlIieHUE ra3a-peareura pasaoe 250 klla.

7771100 = 150 [ 200 [ 250 «ia CH,

- - - - -
o N »~ (o] [oc]
T T 1

[oc]

VHTeHcuBHOCTD, y.e. x107°

CoepuHeHmne
[Ipumeuanue: koHUeHTpauus padodero pactsopa 100 mr/m; BBogumblii 00bem 1,0 MKI; neneHue
noToka 2:1; ra3-peareHT MeTaH; HalpsHKeHHE Ha UCTOYHMKE HOHOB 70 B; TeMmeparypbl HCTOUYHUKA
noHoB u untepgeiica 200 u 250°C, cOOTBETCTBEHHO; HyMepalusl COeJMHEHu coracHo Tabnuue 19.

PI/ICYHOK 15 — Bausiaue JaBJICHU ra3a-pcarciTa Ha MHTCHCUBHOCTb CUI'HAJIa
OCHOBHOI'O MOHA aHaJIUTa

3.3.2.3 BuwusiHue TeMmIiiepaTypbl UCTOYHMKA MOHOB HA OTHOIIECHHE CHUTHAJA K
rymy

TemnepaTypa HMCTOYHHMKA HMOHOB BJIMSET Ha CTENEHb (parMeHTAIMH Tra3a-
peareHTa u COOTHOIIEHHE OCHOBHBIX HOHOB-peareHToB. [Ipu Temneparype nCTOUHHMKA
noHoB 250°C He oOHapyxxeHbl nuku [H-nupazona, 3-metwi-/H-nupaszona u 3,5-
JTUMETWINHNPA30Jla, TaK Kak, I[O-BUJMMOMY, MpHU JaHHOW Temmeparype Ooree
UHTEHCUBHO MPOMCXOAUT obOpazoBanue HOHOB [M+CyHs]" ¢ m/z 97, 111 u 125,
COOTBETCTBEHHO. [Ipu BBICOKMX TemrepaTrypax HCTOYHHKA HOHOB BO3MOKHA
yacTU4YHas (pparMeHTanus MOJIEKYJ aHAIUTa.

CHmeHre TeMIlepaTypbl MCTOYHMKA HMOHOB IIPUBEIO K  YBEJIWYEHUIO
WHTEHCUBHOCTU CUTHA&JIA INPOAYKT-HOHOB C COXPAHEHHWEM HHM3KOIO YPOBHS IIyMa
(pucyHOK 16) ny1st Bcex MeTEKTUPYEMBIX peakiuii. Takum oOpa3om, s TaabHEHIITNX
HKCIIEPUMEHTOB BbIOpaHa TeMIiepaTypa ncrounnka nonos 150°C.
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[Ipumeuanue: koHUEHTpaLus padodero pactsopa 1 Mr/i; BBoauMblIil 00beM 1,0 MKJI; iesieHue MoToka
2:1; raz-pearent meran (250 xlIla); nanpsbkenue Ha uctouHuke uoHoB 70 B; Temmeparypa
untepgeiica 250°C; BropuuHas (parmenrauus aproHom (200 xIla); Hymepanusi coenvHEeHUN U

nporpamMmma JCTCKTUPOBAHUA B PCKUME MOHUTOPUHI'da MHOKCCTBCHHBIX peaKI.IHfI, COoriaCHO Ta6J'II/II_[e
19.

Pucynok 16 — Binussaue TemmnepaTypbl HICTOYHUKA HOHOB HA OTHOILLICHHE
CUTHaja K IIyMy

3.3.2.4 BnusiHue HanpspKeHUs HA MCTOYHHMKE MOHOB HA OTHOILICHWE CUTHAaja K
Iymy

HamnpsbkeHne Ha MCTOYHMKE HOHOB IO-Pa3HOMY BIIMSAET HA HMHTEHCUBHOCTH
MPOIYKT-UOHOB HCCeyeMbIX BerlecTB (pucyHok 17). [lngs M®A (coenunenue 15 Ha
pucynke 17), ®IAMI" (16), dopmamuna (18), [H-nupazona (20), 3-mertun-IH-
nupaszona (21), 3,5-mumernnnupazona (22) u [1H-1,2,4-tpuazona (25) nHaubonee
VHTEHCHUBHBIE MUKW MOJIYYEHBbI IpU 3HEepruu 31aeKTpoHoB 30 3B. I[lmomanu nukos
MPOAYKT-UOHOB MPEBBINIAET OTKIUKH, MOJyYEHHbIE pH ucnoibzoBanuu 70 3B, B 1,5-
7 pa3. Camxenue 3Heprum ¢ 70 1o 30 3B npuBeno Kk HE3HAYUTENBHOMY YMEHBIIEHUIO
Iomaaed nukoB coeauHeHuit 2-14, 19, 24. CymiecTBEeHHOE CHUXXEHUE ITHMKOB
HaOmonanock Tosbko juisi TMT (ma 40%), ckopee BCEro CBSI3aHHOE C BBICOKOM
PEaKIMOHHON CIOCOOHOCTHIO aHAIUTA.

Taxum oOpazom, sHeprus 1ekTpoHoB 30 5B BriOpaHa B KauecTBE ONTUMAIBHOM,
TaK KakK MO3BOJIMJIA CYHIECTBEHHO CHU3UTD Mpe/ebl 0OHAPYKEHHUS MUPA30JI0B, TOTAa
KAaK I OCTaJbHBIX AHAJWTOB JAaHHBIM HapaMeTp HE OKa3bIBAET CYIIECTBEHHOIO
BIIMSHUS HA OTHOILIEHUE CUTHANA K IIyMYy.
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B2 30 [ SO 70 B

AATATAATATATAVAYAY:

avaAvaAvaTaY. |

( x10) CoepvHeHve ( x10) ( x10)

[Ipumeuanue: KoHLEHTpauus paboyero pactsopa 1 Mr/i; BBoauMblil 00bem 1,0 MKIT; iesieHne MoToka
2:1; ra3-pearent metas (250 xlIla); TemnepaTypbl UcTOUHHMKAa HOHOB M MHTepdeiica 150 u 250°C,
COOTBETCTBEHHO; BTOpHuYHas (parmenrauus aproHom (200 xlla); Hymepanusi coelvHEHUN U
IporpaMma JIeTeKTUPOBAHHUS B PEKUME MOHUTOPHHIAa MHOYKECTBEHHBIX PEAKIIMIA, COTIacHO TaluLe
19.

Pucynok 17 — Biusgaue HanpsyKeHHsI HAa MICTOYHUKE HOHOB HA OTHOLIEHUE
CUTHaJa K IIyMy

3.3.3 Omnpenenenue npeaenoB oOHapyKeHUs MeToIuKH Ha ocHoBe [ITOMD-
['X-MC/MC B pexxriMe MOHUTOPHHTa MHOXKECTBEHHBIX PEAKIUHN TMOCIe XUMHUIECKOU
VMOHU3aLUN

[Ipenen oOHapyx eHHs AETEKTOpa ONpeAeIIsiIN IyTeM BBO1a pabodyero pacTBopa
C KOHIIEHTpauuen | Mr/a ¢ ucnosib30BaHUEM ONTUMU3UPOBAHHOW Iporpammbl ['X-
MC/MC (pucynok 18). JlocTurHyTsie mpejenbl 0OHapy>KeHUs JeTekTopa (Tadiauia
19) nns  OOJBIIMHCTBA AHAJUTOB OBLIM HE3HAYMUTENBHO BBIINIE, YeM MpHU
UCIOJIb30BAaHUU JJIEKTPOHHOM HoHu3auuu (Tabnuua 18). OnHako, XUMHYECKas
MOHM3ALMU TO3BOJISIET JOCTUTHYTH Mpefenbl oOHapykeHus Qopmamuna, MDA u
OJIMI’, xapakTepuzyroniecsi HeOONbIIUMU OCHOBHBIMU MOHAMH B MaccC-CIEKTpE C
m/z 45, 59 u 59 a.em. ¢ 268 no 21 nr, ¢ 11,2 no 2,7 nir u ¢ 39 nmo 1,7 mr,
COOTBETCTBEHHO.

OO0muii mpenen oOOHApPY)KEHUS METOAMKH C ucnoib3oBaHueM [ITOMD
OTIPEACIISIIN 10 MAaKCUMAJIbHOMY TMOJIyY€HHOMY 3HAUEHUIO Mpeena oOHapyKEHHs U3
TpEX NPOAHATU3HPOBAHHBIX IOYB (CyXas IecyaHas, TSOKENIbId CYIJIMHOK C
BIaXHOCTHIO 20% 1 TopdsiHas mousa). [Ipenen obnapyxenus He Hainen mis 1,1,4,4-
TETPAMETHII-2-TETPA3€H, KOTOPbIM, MO-BUIMMOMY, IOABEPracTcs pa3jioKEHUIO B
nmpoliecce ypaBHOBEIIMBaHMS o0pa3noB mnocie 3arpsisHenust (1 cyrku). Ilpenensr
oOHapyxeHust TpoaykToB TpaHchopmanuu HJMI' ¢ wucnons3oBaHnem MeTonaa
[MTOMD-I'X-MC/MC ¢ xumMu4eckoid MOHU3AIMENH C 00pa30BaHUEM IMOJOXKHUTEIHHO
3apSOKEHHBIX HOHOB M B PEXHMME MOHUTOPUHTAa MHOXKECTBEHHBIX —PEaKIIHid
BapbUPYIOTCS B 3aBUCUMOCTH OT THIIA MOYBHI U BIaKHOCTH (Tabnuua 20).
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[ITOMD npu 40°C B Teuenue 60 mun nokpeitrem 85 mxkm Kap/ITJIMC nocnie
no6asku B oopazerr Ba(OH),-8H>0 mo3Boiser oOHapyxuBaTh KoHneHTparuu HJIIMA,
JIM®A u MTA Ha ypoBHE 1, 2 1 5 MKI/KT B IOYBaxX C BRICOKHM COJIEpKAaHUEM TyMyca,
u Ha ypoHe 0,3, 0,6 u 1,2 MKI/KT B mecyaHbIX mo4Bax. JIOCTUTHYTBIC TpEEibI
0OHapy>KEeHUsI Ha OPSJOK MPEBBIIAIOT 3HAUSHUS 1J1 METOIUKHU Ha ocHOBe [ITOMD-

['X-MC (tabauua 17).

4 - 6 9
16
3 78 1314 23
> 15
g 5t
- 17
£ 24
11
1" 3 45 10| 12 18: 20
I 19\ 21
1 25
20 24 28 32 36 40 44 48 52 56
Bpemsa, MuH

[Tpumeuanue: BBOgUMBINA 00beM 1

,0 MKJT; eneHue nmoToka 2:1; mporpaMmma aecopOmuu: HavaabHas

170°C, 3arem HarpeB co ckopocTbio 15°C 1o 300°C ¢ Beinepxkkoi 5 Mun; kononka HP-INNOWAX
(0,25 MM x 0,25 mm x 60 M); mporpamma TepmocTata KoyioHOK: 40°C (5 MuH), 3aTe€M HaArpeB co
ckopocthio 5°C/mun no 250°C (10 mun); Hactpoitka MC/MC u o0o3HaueHHE MUKOB COTJIACHO

Tabiuue 19.

Pucynox 18 — Xpomarorpamma, nojiydeHHasi Ipu aHajau3e paboyero pacTBopa
aHAJIMTOB B alIETOHUTpPUIIE ¢ KOHUEeHTpanuei 1 mr/n metogom I'’X-MC/MC
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Tabmuna 19 — Ilporpamma MC/MC neTeKTupoBaHHUS C XUMHUYECKOM
peaKImii ¢ pacCCUYMTAHHBIMHU TIPEACIIaMi OOHAPYKEHUS JETEKTOpa

I/IOHI/IBaHI/Ieﬁ B PCKHNMC MOHUTOPHHI'A MHOXCCTBCHHBIX

Non- II
Hon- OHeprus o Oneprus | CoorHouue peael
Bpewms Non- . | TPOIYKT, . oOHapyxe
RT, MPOAYKT, 7/Z | BTOPUYHOM BTOPUYHOU HHE
No Coenunenue CKaHHPOB | TIPEKypcop, m/z HUSA
MUH (kommuecTBe | (pparMeHTaIl (dparmeHTal] | ”HTEHCUBH
aHus, MC m/z B (kauecTBeH . JeTEKTOpa
HHBI) nu, 5B . nn, B ocTel
HBI1) , TIT

1 2 3 4 5 6 7 8 9 10 11
1| 19,9 | LLAA-Terpaveriu-2- 300 116,0 72,0 7 44,0 1 69 23,5

TeTpa3eH
2 | 22,2 |Ilupugun 300 80,0 53,0 19 27,0 25 37 1,4
3 | 23,3 |Ilupazun 300 81,0 54,0 15 28,0 23 68 4,9
4 | 25,2 |2-Merunnupa3ux 300 95.0 68.0 15 54,0 15 94 7,7
5 | 26,2 |3-Metunnupuanx 300 94,0 41,0 23 78,0 15 74 4,8
6 | 26,9 | N-HuTtpo3zoauMmeTuiaMuH 150 75,0 43,0 15 58,0 9 35 1,1
7 | 27,0 |2,5-Jumerunnupasun 150 109,0 41,0 21 82,0 13 36 3,5
8 | 27,2 |2,6-umeTunnupasux 150 109,0 41,0 19 68,0 15 34 3,1
9 | 27,4 |N,N-JIlumeTtundopmamu 150 74,0 66,0 11 31,0 15 38 1,1
10| 27,9 |2,3-IlumeTunnupasux 300 109,0 68,0 15 42.0 23 97 5,2
11| 29,6 |2,3,5-Tpumerunnupasux 300 123,0 42.0 19 55,0 19 78 4,7
12 | 31,7 |2,3,5,6-Terpamerunmupasux 300 137,0 55,0 19 42,0 19 64 6,1
13 | 34,9 |1-Metun-1H-1,2,4-tpuazon 150 84,0 57,0 15 42,0 23 31 3,7

1-T 7 -1H-
14| 34, |~ PHACHTCPOMCTHI 150 87,0 60,0 15 46,0 19 20 22

1,2,4-tpuazon
15 | 36,5 | N-Metundopmamu 150 60,0 42,0 11 32,0 9 60 2,7

1-® -2,2-
16| 36,7 | oPMIIS 150 89,0 45,0 9 71,0 5 18 1,7

JTUMETHIITHIPA3UH
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[Tpomomxenue Tadauiel 19

1 2 3 4 5 6 7 8 9 10 11
17 | 37,7 |1-Metun-1H-nmuaa3on 300 83,0 42.0 15 28,0 19 42 5,7
18 | 40,1 |Dopmamusy 150 46,0 29,0 19 44,0 35 13 20,6
19| 40, |AMMETHATIAPASON 2- 150 138,0 95,0 15 81,0 15 55 34,5

dbypanbaeruaa
20 | 40,8 |IH-ITupazon 300 69,0 42,0 15 28,0 21 19 20,9
21| 41,5 |3-Metun-I/H-nupa3zon 300 83,0 42.0 15 56,0 11 40 17,3
22 | 42,4 |3,5-Iumerunnupa3zon 300 97,0 56,0 11 28,0 15 96 17,2
23 | 48,6 |2-Ortun-1H-uMuna3on 300 97,0 82,0 19 69,0 11 24 2,7
24 | 50,5 |IH-mupgazon 300 69,0 42,0 15 28,0 27 7 7,5
25| 54,5 |1H-1,2,4-Tpuazon 300 70,0 43,0 15 28,0 23 16 48,6
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Tabmuna 1 — [Ipegenst 06Hapy)eHUS TPOIYKTOB TpaHCHOPMAIIUU B TIOYBAX PA3HOTO
THUTIA U BIIQXKHOCTH C UCTIOJIB30BaHUEM pa3paboTaHHOM MeToAnKH Ha ocHOBE [I TOMD-

I'X-MC/MC
. w
= & < <
» Sl dg] 28| €8 2| EZ 8
v TR B[ BEE|EE| 24 ZE| B
= = SES|-EX%| eE| E2| 22| 555 gE
3) v 20| 20 S| 5= 3} oo T
S T K & S| = ® % S| O . "o | XE < ST
. = 0 O X8| I = EX | 2 2k =
= 5 S58|l=58 25| 52| EQ | =8| °&
R4 8 = z £ = T B CD? o é ° .-&oo = = = = K
© 88| 95/ 85| g | 8| g¢g| 2¢
N = = (&} o O
o o = = A I S~ = l% =
1 2 3 4 5 6 7 8 9
19,9 1.1.4.4-Terpameri-2- 0,8 23,5 /1 /1 /1 /1 /1
TETpa3eH
22,2 | Ilupuaun 0,1 1,4 0,1 0,2 0,3 0,3 1,0
23,3 |[Tupaszun 0,2 4,9 0,2 0,5 0,8 0,8 2,7
25,2 | 2-Metuimnupaszut 0,2 7,7 0.4 0,6 0,8 0,8 2,7
26,2 | 3-MeTwimupuux 0,4 4,8 0,3 0,2 0,1 0,3 1,0
26,9 | N-HutpozoaumernnaMmuH 0,7 1,1 0,3 0,6 1,0 1,0 33
27,0 | 2,5-lumeTunnupasux 0,3 3,5 0,3 0,6 0,3 0,6 2,0
27,2 | 2,6-lumetnnnupasux 0.4 3,1 0,3 0.4 0,3 0.4 1,3
27,4 | N,N-JIlnmetundopmamua 0,2 1,1 0,6 1,0 1,6 1,6 5,3
27,9 | 2,3-lumeTunnupasux 0,2 5,2 0,3 0.4 0.4 0.4 1,3
29,6 |2,3,5-Tpumerunmnupasun 0,3 4,7 0,6 1,0 0,6 1,0 33
31,7 2,3,5,6- 0,3 6,1 1,4 3,2 0,9 3,2 10,7
TerpameTmimupasug
34,9 | I-Merun-1-1,2,4- 0,5 37 | 12 | 27 | 49 4,9 16,3
TPHA30JI
34,8 | [ Tpuneiiteponerni-1H- | 22 | 24 | 29 | 64 6,4 21,3
1,2,4-Tpuazon
36,5 | N-Metundopmamu g 11,2 2,7 1,9 5,3 5,2 5,3 17,7
36,7 | L-PopMHI-2,2- 39,0 1,7 | 80 | 698 | 752 | 752 | 2507
JIUMETHIITHIPA3HH
37,7 | 1-Metun-/ H-umuga3oi 13,7 5,7 8,3 5,5 21,0 21,0 70,0
40,1 | Dopmamug 2679 20,6 35,8 51,1 479 51,1 170,3
40,2 |PHMETHATHIPA30H 2- 6,3 34,5 | 150,0 | 200,0 | 190,0 | 200,0 | 666,7
dbypanpaeruga
40,8 | ] H-TTupazomn 10,6 20,9 27,5 | 150,0 | 183,3 | 183,3 611,0
41,5 | 3-Metui- 1 H-iupa3on 8,3 17,3 16,0 | 81,1 98,4 98,4 328,0
42,4 |3,5-Iumetunnupaszon 13,5 17,2 21,2 70,3 | 218,8 | 218,8 7293
48,6 | 2-D1nn- 1 H-nmuia3onn 76,5 2,7 12,5 17,3 65,4 65,4 218,0
50,5 | I H-Umugaszomn 9,0 7,5 21,5 | 42,5 | 146,4 | 1464 488.0
54,5 | 1H-1,2,4-Tpuasoin 0,8 48,6 | 109,4 | >500,0 [ >500,0 | >500,0 | >1666,7

[Ipumeuanue: v/ — HeT nanubiX; XM — xumudeckas nonnzarus; OV — aIeKTpoHHAss HOHU3AITHSL.
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3.3.4 Anamu3 topdsiHO mouBbl, 3arpssHenHo HJIMI' ¢ ucnonb3oBanuem
ONTUMHU3UPOBAHHBIX METOJ0B MAaCC-CIIEKTPOMETPUUECKOTO JETEKTUPOBAHNUS

lBa ontumusupoBaHHbiXx Meroga [ITOMI-I'X-MC/MC B pexume
MOHUTOPUHIAa MHOKECTBEHHBIX peakiui Cc A) 3JIeKTpOHHOM uHoHu3anuend u b)
XUMUYECKOM HOHHM3AIMENd C 00pa3oBaHUEM IIOJOKHMTEIBHO 3apsSHKEHHBIX HOHOB
YCHEIIHO anpoOUpOBaHbl Ha MUCKycCTBEHHO 3arpsisHeHHOW HJIMI™ topdsHoil mouse
(pucynok 19). Haiinennsie koHnenTpauuu MTA Ha 30 u 45-e CyTKA COOTBETCTBYET
11,5 u 8,8 mr/kr.

Mupasunn HOAMA MTA

1,000) 10,000) 100,000)
A 180.00>53.00 o) 74.00>44 10 © 83.00>56.10 2]

1.25]
1.00] 1.00]

1H-Mupason

1,000)
45680054110 ,©

1.00 404

0.751 0.751 a
0.75 35

0.50 0.501 3.0

0.50

2.5
0.251 0.257 0.25

2.0

" Ti200 0 1225 15.25 1550 22.50 22,75 23.00 o800 2825 | 2850
1,000) %10,000) %10,000) x
1.0087.00554.00 & 5.00>43.00 © 84.00557.00 o 69.00542.00 S
4.04 4.5]

0.75] 5.07

3.0 4.0

MHTEHCUMBHOCTD, y.e.

0.504 2.0 3.5

2.5
3.0

0.25] 109

2.5

— ‘ e = i et
23.25 23.50 23.75 27.00 27.25 34.75 35.00 35.25 40.75 41.00 41.25
Bpema, muH

[Ipumeuanue: obpaser] mouBbl, HICKycCcTBeHHO 3arpsisHeHHbId HIMI (myHkT 2.4.9.1); Buansr 20 mu;
Mmacca obpasna 1,0 r; mobaska 3,0 r Ba(OH)2:8H20; IITOMD nokpsituem 85 mxm Kap/IIIMC B
teuenue 40 mun npu 60°C.

Pucynok 19 — XpomaTorpaMmsl 110 OTAEJIBHBIM IEPEX0OAAM, ITOIYUYEHHAs IPU
ananuze TopdsiHoit moussl Ha A) 30 u b) 45 cytku nocie BHecenust HIAMI ¢
ucnosibzoBanueM TOMOI-I'X-MC/MC B pexxuMe MOHUTOPUHTa MHOKECTBEHHBIX
peakiuii ¢ A) 3JIeKTPOHHOM HOHM3aIMeN U b) XuMuueckoi HOHU3aIMEeH ¢
o0pa30BaHHEM IOJIOKHUTEIBHO 3apsSKEHHBIX HOHOB

3.3.5 Buusnue no6asku Ba(OH)2:8H2O Ha 3 pexkTUBHOCTH SKCTpaKIuu

[lo pesynbraram aHanu3a 3arps3HEHHOTO mecka MerogoM [ITOMDOD-I'X-
MC/MC B pexnMe CKaHHpPOBaHUS Ha TPEThEM KBaJpymoje oOHapyxeHo 46
a30TOCOJIepKaIUX  coenuHeHuM  (tabmuma 21). Hawubonbinee  KOJIMYECTBO
ONPEICIICHHBIX COSUHEHUM MPUXOIUTCS Ha 00pa3el] MoUBhI ¢ I00aBKOM THAPOKCHUIA
Ooapust (37), 3arem ooOpazenr 0e3 pobaBok (30). Ilpu noGaBke BOJBI YHUCIIO
00HapPY>KEHHBIX COCAMHEHUN COCTABUIIO 22.

HobaBka Ba(OH)>:8H>O He oxa3zana 3HauuTeNnbHbIH 3((EeKT Ha mpupoct
WHTEHCUBHOCTEN OTKIMKOB OCHOBHBIX MpoAykToB Tpancpopmauuu HIAMI (pucyHok
20). [lns nupasuna, JIMAAH, 1-merun-/H-nupazona, HIMA, IM®A, HanpoTus,
Ha0I10/1a710Ch CHIDKeHUE OoTKIMKOB B 0,6-0,8 pas. Tonbko mis 1,4-numeTnnnupasona
u S-metunuzokcaszona ¢ godaskoit Ba(OH)2:8H2O otknuku Bo3pociu B 3 u 8 pas,
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cootrBercTBeHHO.  Onmnako, no6aBka Ba(OH):'8H,O mno3Bommina oOHApYXUTH
HanOOJIbIIIEE KOJIMYECTBO POYKTOB Tpanchopmaruu HIAMI .

Baecenue u30bITKa BOJIbI B 00pa3Ilbl B IIEJIOM OKa3ajia HETaTUBHBIN 3D dexT Ha
YyBCTBUTEIBHOCTh METOAMKU. HamOomnbliee CHUKEHHE OTKJIMKOB HAOIIONATIOCh Y
JAM®A, MTA, 4,5-aguruapo-3,5,5-tpumetwi- / H-nupasoiia, miomaamn MUKOB KOTOPBIX
cam3wiuch B 72, 12 u 11 pa3, coorBeTcTBEHHO. OTKIMKH OCTaJbHBIX AHAIUTOB
CHUBWJIUCH B cpeiHeM B 5 pa3. [lonoxuTtensHblil 3¢ pexT nodaBka Bobl OKa3ana Ha |-
METHII-2-aMUHO- [ H-UMUa3011, 1711 KOTOPOTO OTKJIMK BBIPOC B S5 pas.

ITony4yeHHbIE JaHHBIE 10 KAYECTBEHHOMY aHaJIN3y M10YB, 3arpsA3HeHHbIx HJIMI',
COOTBETCTBYIOT paHee IPOBEICHHBIX uccneaoBanusM [32]. B nannoM oOpasiie mo4Bsl
JTOMUHUPOBANN Takue Npoayktel Tpanchopmanuu HIAMI kak MTA, JIM®A, 4,5-
auruapo-3,5,5-tpumerun-/ H-nmupazon, JIMAAH u HIIMA (tabnuma 21).

Tabmuna 21 — UnentudunupoBanubie mpoaykTel Tpanchopmaruu HJIMI B mecke ¢
MecTa aBapuiHOro majaeHusi pakerbi-Hocutens «lIlporton-M» 2013 r (kocmoapom
baiikonyp, Ka3zaxcran)

JloGaBka
Rl 2z
RT, Coenmrene CAS No. OCHOBHBIE HOHEI, 1/Z OE: % §
MUH (MHTEHCUBHOCTb, %) O e B
| & =
S| S
S| & 7F
1 2 3 4 516 7
3,36 | 1-(JlumeTunaMuHo)-2-npomnaHnoH 15364-56-4 58(100); 42(21) +
4,06 | lumetnnruapason anetanpaeruga | 07422-90-4 86(100); 44(51) + +
6,26 | 2-1Iponanon-1-amuno 00078-96-6 30 (100); 31(16) +
9,1 |1,1,4,4-TerpameTun-2-TeTpa3eH 06130-87-6 116 (100); 43 (58) +
11,7 | > Auruapo-2 d-pumerni-TH- | 60930 610 | 55 (100); 83 (86) +
UMUIA30J1
13,6 |ITupazun 00290-37-9 80 (100); 53 (45) + | + +
14,6 | Bo-Aharnapo-a.smverni-LHE og019.94.5 | 83 (100); 98 (47) +
TUPa3oJI
15,4 | lumMeTnIaMHHOATIETOHUTPUIT 00926-64-7 83(100); 84(59) + | + +
15,8 | 1-MeTwt- 1 H-upason 00930-36-9 82(100); 81(46) + | + +
19,0 |4,5-TumeTwi-  H-umuna3on 02302-39-8 96 (100); 95 (94) + | +
19,8 | N-HutpozogumeTuiamuH 00062-75-9 74(100); 42(37) + | + +
20,3 | N,N-AumetunhopmaMu g 00068-12-2 73 (100); 44 (89) + | + +
21,7 |Mupazon, 1,4-gumeTnn- 01072-68-0 95 (100); 96 (93) + | + +
22,0 | N, N-lumeTrnmaHnaMu g 01467-79-4 69 (1000; 70 (56) + +
23,9 | 1,5-Aumetun-/ H-nupa3zon 00694-31-5 96 (100); 95 (59) +
24,9 | N, N-JIlumeTunnamneTaMmu 00127-19-5 44 (100); 87 (66) + | +
26,2 |3-(JAumernnamuno)-nponanutpui | 01738-25-6 58 (100); 42 (20) + | +
27,6 | N,N-JIlumeTunmponaHaMu,T 00758-96-3 101 (100); 72 (87) + | +
28,3 |1,1,3,3-TerpaMeTHIMOYMBHHA 00632-22-4 72 (100); 116 (30) + | +
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[Tpomomxenue Tadauis! 21

1 2 3 4 5 6 7
29.5|1-Metun-1,3-guasunan-2,4-quon | 00696-11-7 128 (100); 42 (70) +
32,7(1,2,4-Tpuazun 00290-38-0 28 (100); 26 (65) +
33,5 | > HAnauuno-6-ueroxcu- 73318-76-0 | 140 (100);43 (41) | + | + | +
MUPUMHUIAH

33,8 | N-MeTmi-N-HUTpOMeTaHAMHUH 04164-28-7 42 (100); 43 (75) + + +

34,3 | #>-Hlumamiso-2- 23899-73-2 | 126 (100); 56 (32) N -
THIPOKCUITUPUMHIUH

36,2 | 1-Metun-1H-1,2,4-tpuasosn 06086-21-1 83 (100); 28 (57) + | + +

37,3 |3,5-Aumerun-1H-1,2 ,4-tpua3zon 07343-34-2 97 (100); 56 (42) + + +

37,9 | > Auruapo-3,5.5-tpumerun-1H- | 43955 65 7| 97 (100): 56 (42) | + | + | +
UPa3oJl

39,5 | 1-OTuHUN-2-UPPOTUINHOH 00088-12-0 | 56 (100); 111 (50) +

39,7 | N-Metundopmamu g 00123-39-7 59 (100); 30 (54) + +

40,2 | 1-®opmun-2,2-TUMETHIITHAPAZUH - 59 (100); 88 (10) + +

41,1 | 5-MeTtununzokcasoi 05765-44-6 43 (100); 83 (71) + + +

41,5 | 1-Metun- 1 H-umuia3omn 00616-47-7 82 (1000; 42 (24) + +

41,9 (1,5-Iumenta-nupa3zon-4-aMmuH 1219863-36- 111 (100); 42 (54) +

43,1 |Tlupunazua 0002859-80- 80 (100); 51 (41) +
I'excaruapo-2,3-numetuii-6H-

43,2 |mupazono [1,2-a] [1,2,4,5] 70517-50-9 44 (100); 42 (84) +
TETpa3suH

45,2 | I-MeTunuMu1a30IuAuH-2-0H 00694-32-6 | 100 (100); 42 (87) +

46,3 | bytrniiaMMHOAIIE TOHUTPHIT 03010-04-6 69 (100); 42 (54) + +

48,4 | Dopmamu 00075-12-7 45 (99); 29 (34) + | +

4g,7| L-o-shvermns3 goavi- L 65608 07,1 | 56(100); 126 (99) | +
TUPa3oJi

49,1 | 1 H-Tlupazon 00288-13-1 68 (100); 42 (39) + +

46,3 | by THiIaMUHOAIIE TOHUTPUIT 03010-04-6 69 (100); 42 (54) + +

49,4 | 2-MeTuiokcason 01120-64-5 55 (100); 85 (48) + | +

56,7|1H-1,2,4-Tpuazomn 00288-88-0 69 (100); 42 (63) +

57,6 | 1-Metun-2-amuno-/ H-umunazon | 06646-51-1 97 9100); 96 (72) + + +

63,6 |2 AMHHO--METUAIHPPOI-3- | 50146.60.0 | 120 (100); 121 (97) | + | + | +
KapOOHUTPHI

64,2 | 3-MeTnnOeH30J1aMHUH 00108-44-1 | 106 (100); 107 (95) | + +
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[Ipumeuanue: necuanas nousa maccoii 1,0 r; Buansl 20 mi; macca Ba(OH)2:8H20 0,5 1; 06beM BOIbI
1,0 mut; mpennkyOanus 5 mus npu 40°C; TOMD 60 mun npu 40°C; nokpsitre 85 mxm Kap/ITAMC;
necopouus: 170°C (0,1 muH), 3aTeM HarpeB co ckopocThio 5°C/c 1o 250°C (85 MuH), KpUOIOBYIIIKA
-80°C (5 muH), 3aTeM HarpeB co ckopocThio 20°C/c 1o 200°C ¢ mocnenyromel BhIIEPKKOH 10 KOHITA
aHaju3a; nejeHue noroka S:1.

Pucynok 20 — Binusiaue no6asku Ba(OH)2-8H>O Ha 3¢)(eKTUBHOCTB 3KCTpaKLIUU
npoaykToB Tpancopmanuu HIMI 13 necuanoi mouBsl MpU aHAIU3E METOJIOM
HNTOMDI-I'X-MC/MC

3.3.6 OnTuMH3aLKs BPDEMEHH YPAaBHOBEIIMBAHUS

Kaxk 6b110 TIOKa3aHO B paboTte [76], MOYBBI JOJKHBI OBITH JTOJDKHBIM 00pa3oM
YpaBHOBEIIICHBI TIOCJIE BHECEHMs] B HUX CTaHIAapTOB. MojenbHbIe 00pa3iibl MOYBHI,
3arpsisHeHHble MTA TpeOyroT ypaBHoBemuBanus npu 60-80°C B Teuenue 5-6 4 [76].
Opnnako, npyrue mponyktel Ttpancopmaruun HJIIMIT Moryr ObITb MeHee
cTtabuibHbIMU, yeM MTA, a upe3mepHbIil HarpeB MOXKET MPUBECTH K UX Pa3NI0KEHUIO
U MOOOYHBIM IpoIleccaM, YTO MPUBEAET K CHUKEHUIO MPABWIBHOCTH OMPEACIICHHUS.
[lens MaHHOrO 3KCIEPUMEHTA COCTOSIIa B TOM, YTOOBI ONTHUMHU3UPOBATH BpEMS
YpaBHOBEIIMBAHUS JIJIs1 BOCEMHA/ILIATH OCHOBHBIX IPOAYKTOB TpaHchopmarmu HIMI
npu 40°C, 4ro sBIsSETCS MaKCUMaJdbHOM TeMmepaTypod arMoc(epHOro BO3ayxa B
30HaX TAJCHUS OTACISIIOIMXCS 4YacTedl pakeT-Hocutened B LlenTpansHOM
Kazaxcrane.

Bo Bcem u3yueHHOM HWHTEpBaJie BPEMEHH YypaBHOBEUIMBAHUs HaOJ01aJIOCh
CHIDKEHUE OTKIIMKOB 2,3-IUMETWINUpa3uHa, 2,3,5-tpuMeTuinupasuna, 1-merui-1H-
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UMUA30/1a U JUMETWITHIIPa30H-2-pypanbaeruaa, 4TO0 MOXET OBITh BBI3BAHO HX
Jerpajganue uiM HeoOpatuMmoin ajacopOumeit vactumamu mnouBel. [locme 4,5 d
YpaBHOBENIMBAHUSI OTKIUKH OOJBIIMHCTBA aHAJTUTOB CTAOWIIM3UPOBAIUCH IJISI IBYX
ucciexyembix oopasios, ux OCO Obutn Huke 5% (Tadbnuua 22). bonee Beicokne OCO
(5-10%) ObLIM moJsry4yeHsl s 2,5- U 2,6-TUMEeTIINUPA3UHOB, 3,5-TUMETIINNPA30Ia
u [H-1,2,4-tpuazona, SKCTparupyeMbIX U3 TSHKEJIOW CYIVIMHUCTOM TIOYBBI C
BiIaxkHocTbio 10%; u s N-metundopmamuna u 1H-1,2,4-tpuazona U3 MOYBHI C
BJIIAXKHOCTBIO 35%. JlanpHeliee ypaBHOBEMIMBAaHWE MO3BOJWIO CHU3UTH OCO 1o
<5% nns 2,5-pumerunnupasuna u [ H-1,2,4-tpua3zona. OTHOIIEHUE OTKIIMKA aHAJIUTA
K BHYTpEeHHeMYy cTaHnaprty (S./Sis) cTaOUIM3upyeTcss ¢ TOH ke CKOPOCThbIO, YTO U
OTKJIMKU OOJIbITUHCTBA aHAIUTOB.

Takum 06pazoM, 5 4 ObUTH BEIOpAHBI B KAU€CTBE ONTUMATHLHOTO MUHUMAJIBHOTO
PEKOMEHYEMOT0 BPEMEHHU ypaBHOBEIIMBaHUs 00pa3lioB NouBbl. boiiee nnurenbHOE
BpeMsl ypaBHOBELIMBaHUS (<24 4) MOXKHO HCIIOJIb30BaTh 0€3 3HAUUTENIBHOW MOTEpH
MPaBUWIbHOCTH.

Tabmuua 22 — YpaBHOBelmMBaHue NpoAykToB TpaHcpopmauuu HJIMI' B cyxoil u
BJIaKHOU nouBe npu 40°C

OCO cpenneii miomaay nuka, %
P TC ¢ Braxnoctsio 10% TCe BJ;%)(I;(I){OCTHO
4,5-12 1 13,5-24 4 4,594
S4 S4/Ssc S4 S4/Ssc S4 S4/Ssc
[Tupuann 0,5 0,3 0,4 0,4 0,7 0,7
[Tupazun 0,8 0,2 0,4 0,4 1,2 0,9
2-Metwinupasud 0,9 0,8 1,4 1,1 1,3 1,2
3-MeTunnupuavH H/0 0,8 1,6
N-Hutpo3oauMeTniaMuH 0,5 0,6 0,7 0,4 1.9 1,2
2,5-JlumeTuanupasuH 5,1 49 1,4 1,4 0,6 1,3
2,6- IlumeTnnnupasud 9.9 9.6 9,5 9.8 2.4 2,6
N, N-JTumetundopmamuy 4,2 3.8 2.4 2,6 2,7 2,9
2,3-/lumMeTnanupasux H/0 CHM)XEHHE OTKIIMKOB
2,3,5-TpuMerTninupasuH CHMKeHHe OTKIMKOB CHukeHne OTKIMKOB
1-Metun-1H-1,2,4-tpua3on 1,4 0,9 1,1 1,0 3,0 2,0
N-MetundopmaMu,g 1.9 1,9 1,3 1,3 6.5 6,8
1-Metun- 1 H-umua3on H/0 CHIDKCHHE OTKIIMKOB
JlaveTnnruapason 2- CHMKEHNE OTKINKOB CHMKEHME OTKINKOB
dbypanpaeruaa
1 H-TTupazon 1,3 0,7 0,8 0,9 0,5 1,0
3-Metun-/H-nupazon 2,6 2,1 1,3 0,9 1,0 2,0
3,5-lumeTnnnupason 5,1 4.5 2.9 2,7 1,4 2.3
1H-1,2,4-Tpuazon 8.0 10,7 3,7 3,7 6.2 6.4
[Ipumeuanue: OCO — oTHOCUTENBHOE CTaHAapTHOE OTKIOHEeHHE; TC — TKeNblil CyTrIuHOK; SA —
CpemHsIs TUIOIIAAb MMUKA aHAJIUTA; SBC — CPETHSS TIJI0MIA b THKAa BHYTPEHHETO CTaHAapTa, H/0 — HE
oOHapyXeHHUSI.
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3.3.7 IlpumeHenue pa3pabOTaHHOW METOJUKH U CPABHEHUE C METOIHUKOM,
OCHOBAHHOM HAa YCKOPEHHOW 3KCTPAKLIMHU PACTBOPUTEIIEM

Kak Ob110 moka3aHo B MpeAbIAYLIEM pa3jieie, MaTpHUUHbIi () PeKT TpuBOAUT K
CHW)KEHHUIO TMPABUJIBHOCTH OIpEAeNeHus] NpoAykToB Tpancopmanun HJIMI'.
BcenencrBue MHOrMX (DakTOpOB, BIMSIONIUX HA YPABHOBEIIMBAHUE CTAHAAPTOB MEXKTY
MOYBOM U ra3oBoi (a3oil Haa HEW, METO ] BHYTPEHHETO CTaHJapTa HE 00eCreuynBaeT
3¢ (PeKTUBHBIA KOHTPOJIb MaTpUUHOro 3¢ dexTa ans ompenesaceHus: Bcex MpOAYKTOB
Tpancopmanmu. Metoa 100aBOK JdokKeH obOecneduBarth Oosee A(DQPEKTUBHBIN
KOHTPOJIb MaTpuU4HOro 3¢ @dexra, 4eM MeTOJ BHYTPEHHEro CTaHJapTa, MOTOMY YTO
CBOWCTBA BHOCHUMBIX CTaHJApTOB AHAJIOTMYHBI CBOWCTBAM AHAJIHUTOB, YXKE
NPUCYTCTBYIOIMMX B HcchaeayemoM ooOpasue [110]. Omgnako, nns oOecriedueHus
JIOCTAaTOYHOW MPaBUIBHOCTH U MPEIU3MOHHOCTH aHalM3a OAHOM MpoObI TpedyeTcs
00JIBIIIOE YUCIIO KATMOPOBOYHBIX 00pa3ioB. JlJis MOBHIMICHUS! MPABUILHOCTH METO]T
n00aBOK MOJKET OBITh COBMEIICH C METOJIOM BHYTpeHHero cranmapta [127,134].
[lenpr0 MaHHOTO H3Tama MCCICAOBAHUS SBISUICA BbIOOp Hambosee 3(PGheKTUBHOIO
cnocoba KanuOpOBKHM JII ONTUMHU3UPOBAHHON Meroauku Ha ocHoBe I[ITOMD,
CpaBHEHMEM C pe3yJbTaTaMd KOJIMYECTBEHHOM OLIEHKH, TMOJIYYCHHBIMH C
UCIOJIb30BAaHUEM BEPUPHUIIMPOBAHHOIO MOIX0/a HA OCHOBE YCKOPEHHOM 3KCTpaKUUU
pactBOopuTEneM [74].

[Iectp 06pa3ioB MOYBHI, OTOOPAHHON C MECTa aBapUHHOTO NMAJACHUS PAKETHI-
Hocurensa «IIporon» (2013), pacnonoxenHoro no koopauHatam 46°03'36,8" c.ui. u
62°59'43.9" B.n. ObUIM TPOAHAIM3UPOBaHBI ¢ wucnoyb3oBaHueM ['X-MC/MC B
couetanuu ¢ TOMD npu ontumusupoBaHHbIXx ycioBusx (40°C m 60 MuH) u
YCKOPEHHOW JKCTpakuuedl pactBoputeneM [74]. g npenoTBpallleHUs MOTEpU
TEPMHUYECKH HECTAOWJIbHBIX aHAIUTOB, HO MPU STOM ISl JOCTHXKEHUS TPUEMIIEMbIX
OTKJIMKOB OBUTM HWCIOJIb30BaHBI OOJiee HHU3Kasl TeMIlepaTypa W JJIUTEILHOE BpeMs
[ITO®MD (B cpaBHEHHH C BEIMYMHAMH, ONTUMHU3UPOBAHHBIMU JISI TPEX aHAIUTOB).
[Tpumep xpomarorpamm oOpasiia MOYBHI, MOJYYCHHBIX C HCHOJb3oBaHUEM [ X-
MC/MC ¢ XxuMHYEeCKOM HOHM3aAIMed C 00pa30BAaHUEM TMOJIOKUTEIBbHBIX MOJEKYJ
MPEJICTABJIEH HA pUCYHKE 21.

Onpenenenune HIAMA, IM®A, N-metunpopmamuna, popmamuaa, 3-MeTuiI-
[ H-tinpasona u /H-nupa3zona ¢ UCIOJb30BAHUEM METOAMKH Ha ocHOBE [ITOMD un
MeTo/la 100aBOK IMOKa3ajd0 HU3KYI0 MPAaBWIBHOCTH pe3yibTaToB, Bbicokue OCO u
OTpHUIIATEIbHBIC TAHTEHCHI YTJIOB HAKJIOHA KAIMOPOBOYHOM MPSAMOM Il HEKOTOPBIX
oOpasnoB. OTpuniareabHble TAHTCHCHl YTJIOB HAKJIOHA KAIMOPOBOYHOM MPSIMOiA, TO-
BUJIMMOMY, MOTYT OBIThb BBI3BaHbl HEMOJHBIM YPABHOBEIIMBAHUEM BBEJICHHBIX
craHgapToB u BbicokuMH mokasarensmMu OCO. CoBmenieHue meToaa J00aBOK ¢
METOJIOM BHYTPEHHETO CTaHJapTa MO3BOJUIO JOCTUYD OONBIIEH MPEIU3UOHHOCTH U
IPAaBUIILHOCTH ONPENEIEHUS I YIOMIHYTHIX aHAIUTOB. R’ KamuOpOBOYHOM MPAMON
HAMA nis o6pasua 1 ysenuuen ¢ 0,4601 no 0,9921; IM®A — ¢ 0,2333 g0 0,9532;
N-metundopmamuaa — ot 0,9170 mo 0,9968; popmamuaa — ot 0,9352 10 0,9911; u 1H-
nupaszona — ot 0,9593 no 0,9976.
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[Ipumeuanue: 1 — nupuauH, 2 — nupasul, 3 — 2-MeTwINupasud, 4 — 3-METWINUPUIIUH, 5 — N-
HUTPO3OJAUMETHIaMUH, 6 — 2 5-gumetwnnupasud, 7 — 2,6-nuMmerwinupasud, 8 — N,N-

numetundopmamun, 9 — 2,3-numerwinupasus, 10 — 2,3,5-tpumernnnupasus, 11 — 1-metwmn-7H-
1,2,4-tpuazon, 11* — 1-rpuneitrepomernn-/H-1,2,4-tpuazon, 12 — N-merundopmamun, 13 — 1-
bopmmi-2,2-qumerwaruapasud, 14 —  1-metun-/H-umupgaszon, 15 — dopmamua, 16 —
auMeTwiruapason 2-ypansneruna, 17 — [H-nmpason, 18 — 3-merwun-/H-nupazon, 19 — 3,5-
numeTun- 1 H-nupazomn, 20 — 2-stun-1 H-umunaszon, 21 — 1 H-umunason, 22 — 1 H-1,2,4-tpuazod.

Pucynok 21 — Xpomartorpamma o0pasiia mouBbl, 3arpsi3HEHHON OCHOBHBIMU
npoaykramu Tpanchopmanuu HJIMI', nonydennas ¢ ucnonbzoBanueM [[TOMOI-T'X-
MC/MC

KammbpoBka meToioM 100aBOK obecreunsia O0JbIITYI0 MPaBUIBHOCTh U OoJiee
Huzkue OCO TaHreHca yria HakioHa npsmoit st @JIMI, 3,5-numerunnupasona, 2-
aTui- 1 H-umunasona, /H-umunazona, /H-1,2,4-tpuazona, nupa3uHOB U MUPUINHOB
(Bcero 11 mpomykToB TpaHChOpMAINHK), BEPOSITHO, TOTOMY, YTO HCIOJIb3yEeMbIN
BHYTPEHHHUI CTaHAAPT HE MOAXOJUT i UX omnpeneneHus. OmHaKo, npeagaracMas
METOAUKa M COOpaHHbIE JAHHBIE IMO3BOJISIIOT HCIOJIB30BaTh 00a moaxoda (MeTon
100aBOK U METOJ] BHYTPEHHETO CTaHapTa) 0JHOBpeMeHHO. KannOpoBouHbie rpaduku
JUIST U3YYEHHBIX MHUPA3MHOB U MUPUAMHOB ObLIM JIMHEHHBIMH B JUAla3oHe
KoHieHTparuit 0,5-2,5 Mr/kr. JlanpHeiiliee yBeIudeHUe KOHIEHTPAUU CTaHAapTOB
HE MIPUBOJIUT K OXKUJIAEMbIM OTKJIMKAM.

HaiieHHble KOHIIEHTpAllUM AHAJIMWTOB, TOJYYEHHBIE C HCIOJh30BAaHUEM
METO/1a, OCHOBAHHOTO Ha YCKOPEHHOW AKCTPAKIIUU PACTBOPHUTENIEM, ObLITH MPUHSITHI 32
uctuHHble 3HaueHus. MTA, JIM®A u HIMA Obutn oOHapy»XeHbI BO BCeEX
UCCJIeIOBaHHBIX oO0Opa3nax (tabmuma 23). WX KOHIEHTpanuu BapbUPOBAIKCH B
nurana3zonax 15-190, 13-125 u 2-9 wmr/kr, coorBeTcTBeHHO. C HCIIOJB30BaHHEM
3HAUYCHUN KaJTMOPOBOYHOMN MPSMOM, TOCTPOSHHON METO/IOM BHYTPEHHETO CTaHIapTa,
HaOmomaeMas creneHp n3BiaeueHus HJIIMA naxomgunace B quana3one 43-113%, Toraa
KaK IMPY COBMEIICHUH ITOIX0I0B JJist KamuOpoBku — 33-125%. Habmomaemast cTerneHp
u3BieueHuss MTA u JIM®PA meronukoil, ocHoBaHHOW Ha [ITOMD ¢ BHyTpeHHUM
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cranaaptom, cocraBuiia 84-153% u 67-101%, coorBercTBeHHO. B OTiIMuuU oOT
YCKOPEHHOM 3KCTPAKLUK pacTBOpUTENIEM, B pe3yibTare TOMD n3BiIeKkaroTcs TOJIbBKO
HECBSI3aHHBIC AHAJIUTBI, TAKUM O0pa30M CTENEHb HW3BJICUYCHUS HIKE. DKCTPAKIUS
OpraHUYECKUM PACTBOPUTENIEM MO3BOJISET U3BJICKATh aHAJIUTHI, CUJILHO CBS3aHHBIE C
MATpHUIIEN, OJTHAKO PE3yJbTaThl, MOJYYEHHbIE C Hcnoib30BaHueM [ITOMD, moryr
OBITh BXKHBI JJIsI OLIEHKU PEAIbHOM TOKCUYHOCTH, KOTOpasi B OOJBIIMHCTBE CIIy4acB
BbI3BaHa CBOOOIHBIMU aHAJIUTAMH.

3.3.8 3akiroueHue no paszeny

Takum oOpa3om, B pe3yibTaTe AAHHOTO 3Tara MCCIEIOBAHUNA YCTaHOBJIEHO,
4TO:

— UCIOJb30BaHUE TAHAEMHOTO MAaCC-CIIEKTPOMETPUUECKOTO JETEKTUPOBAHUS
B PEXKMME MOHUTOPHUHIa MHOKECTBEHHBIX PEAKIMI MO3BOJSET HA MOPSAJOK CHU3UTH
npenens 00HAPYKEHUS MPOAYKTOB TpaHC(POpMaIlK B CPABHEHUU C KBAJAPYIOJIbHBIM
Macc-CIEKTPOMETPOM;

— ONTUMHU3UPOBAHHBIE MapamMeTpbl XUMHUYECKOW HMOHM3AIUU MOJEKYJ s
MOCJIETYIOIIET0 TaHAEMHOTO MACC-CIIEKTPOMETPUUECKOTO JETEKTUPOBAHUS OCHOBHBIX
npoaykToB Tpanchopmanuu HJAMI' (raz-pearent metan, naBieHue raza-pearenra 250
klla, Temneparypa ucrtounrka noHoB 150°C, sueprus snexktpoHoB 30 3B) mo3Bonser
3¢ (HEKTUBHO MUHUMU3UPOBATH BIMSHUE MATPHUIIBI.

— nob6aBka Ba(OH),'8H,O B mouBy He oOka3zana 3HAYUTENbHBIA d(PPeKT Ha
MPUPOCT UHTEHCUBHOCTEW OTKJIIMKOB OCHOBHBIX TIPOAYKTOB TpaHchopmarmu HIMI' .
Bnecenune u30bITKa BOABI B OOpa3libl B LEJIOM OKa3ajga HEraTuBHbBIA 3(QexT Ha
npenenasl 00HapyKEHUSI METOIUKHY.

— ONTUMaJbHOEC MHUHHMMAJIbHOE PEKOMEHJyeMOE€ BpeMs YypaBHOBEUIMBAHUS
00pa3ioB MOuBHI Mocie BHeceHus ctangapToB npu 40°C cocraBisier 5 4. bosee
JUTMTEIFHOE BpeMsl ypaBHOBemMBaHUSA (<24 d4) MOXHO HCIOJB30BaTh 0e€3
3HAYUTEIBHON NOTEPU MPABUIBHOCTH.

— COBMEILIEHUE METO/Ia T00aBOK ¢ METOJ0M BHyTpeHHero cranaapra (MTA-
d3) MO3BOJIMIIO TOCTUYB OOJbIIeH paBuiIbHOCTH onpeaeieHus 11 HIIMA, JIM®A,
N-metundopmamuga, Gopmamuaa, 3-metui-/H-nupazona u [ H-nupazona HJIMA,
JIM®A, N-metundopmamuaa, Gopmamuaa, 3-metuii-/ H-nupaszona u / H-nupasona B
CpPaBHEHHUU C METOJ0M J100aBOK 0€3 J00aBIeHUsI BHYTPEHHETO CTaH1apTa.

— wMeroauka Ha ocHOBe [ITOMDO-I'X-MC crnocobHa omnpeaensaTh TOIbKO
HECBS3aHHBIE «CBOOOIHBIEY MPOAYKTHI TpaHncpopmanuu HIMI B mouse.
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Tabnuna 23 — HaliieHHbIe KOHIIEHTPAIIMU UCCIIeAyeMbIX MPOayKToB Tpanchopmarmn HIMI B mouBe (MI/KT) ¢ UCIIOJIB30BAaHUEM
Pa3TUYHBIX TTOJIXO/I0B K SKCTPAKINH C mocaeayomum ananu3oM Ha [ X-MC/MC

A Tun MeTon O6pa3zen
HaJuT KCTPaKLMH |  KanuGpOBKH 1 2 3 4 5 6
1 2 3 4 5 6 7 8 9
[Mupuaun TOMD M/ H/0 0,13+0,06 H/0 0,17+0,07 H/0 H/0
YOP Buem. cT. H/0 H/O H/O H/O H/0 H/O
- TOMD M/ H/0 0,25+0,05 0,14+0,04 0,21+0,03 0,11+0,05 0,16+0,05
Apa3uH
P YOP Buemr. cT. H/0 H/0 H/0 H/0 H/0 H/O
TOMD M/ H/0 0,13+0,05 H/O 0,15+0,05 H/0 H/O
1-MeTtunnupaszua
VOP Brem. crT. H/0 H/O H/O H/O H/0 H/0
TOMD M/I + BuyT. cT. H/0 0,18+0,05 0,54+0,01 0,24+0,05 0,28+0,01 0,35+0,02
3-Metunnupuana
YOP Buem. cT. H/0 H/0 H/O H/0 H/0 H/0
TOMD M1 + BuyT. cT. 2,9+0,4 1,3+0,2 3,6+0,5 3,1+0,1 4,5+0,3 4,5+0,3
N-HutpozoaumerunamMuH BayT. cT. 3,9+0,1 1,1+0,1 3,5+0,1 3,440,3 2,6£0,4 2,7+0,1
YOP Buem. cT. 8,7£1,0 2,0+0,4 4,7+1,3 3,0+0,3 5,7+2.,4 3,6+1,3
TOMD MJI + BHyT. cT. H/0 0,12+0,04 H/0 0,08+0,03 H/0 H/O
2,5-/lumeTnnupasux
YOP Buemr. cr. H/0 H/0 H/0 H/0 H/0 H/O
26- 11 TOMD MJI + BHyT. cT. H/O 0,10+0,05 H/O 0,11+0,05 H/0 H/0
0" AMETIDITHpAsH YOP Buemr. cr. H/0 H/0 H/0 H/0 H/0 H/O
TOMD MJI + BHyT. cT. 11441 94+12 12+19 9+2 5542 18,0+0,1
N,N-JTumetundopmamua Bayr. crt. 126+8 102+9 14=1 2342 38+2 16=+1
YOP Buem. cT. 125+1 90+8 1343 1542 45428 16+6
TOMD M/1 H/0 /0| 0,025+0,004 0,12+0,06 H/0 H/O
2,3-lumeTunnupazua
YOP Buerm. cr. H/0 H/0 H/0 H/0 H/0 H/0
TOMD M H/O H/0 H/o| 0,047+0,003 H/0 H/O
2,3,5-TpuMeTninnupasux
YOP Buem. cr. H/0 H/0 H/0 H/0 H/0 H/0
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[Tpomomxenue TadauIb! 23

1 2 3 4 5 6 7 8 9
TOMD H3or. paso. 172+12 192+16 10,2+0,1 19,5+0,1 37,4+0,3 13,3+0,2
1-Metun-1H-1,2,4-tpua3zon
YOP Buer. cr. 186,8+0,2 186+30 1543 20,5+0,2 56+38 16+4
NM b TOMD M/ + BuyT. cT. 113+4 16+1 1,8+0,1 H/0 H/0 H/0
TYICTIIROpMAnItL V3P Brre. cr. 7341 3246 1,740,1 2,0+0,8 4+1 1,740,8
1-®opmun-2,2- TOMD M/1 184+13 1341 H/0 H/0 H/0 H/0
JAUMETUITUIPA3UH YOP Buem. cr. 232+3 36+5 H/0 H/0 H/0 H/O
TOMD M/I + Buyr. cT. 10+1 7,8+0,8 H/0 H/0 H/0 0,40+0,02
1-Metuin-1 H-uMmunazoin
YOP Buerm. cr. 4,3+0,3 2,8+0,2 H/0 H/0 H/0 H/0
TOMD MJI + BHyT. cT. 3,5+0,1 5,2+0,8 H/0 H/0 H/0 H/O
dopmamu
YOP Brem. crT. 21,0+0,1 19,7+£3,4 H/O H/O H/0 H/0
TOMD M/1 1242 1,8+0,4 H/0 H/0 H/0 H/0
1H-Tlupazon
YOP Buem. cT. 2,3+0,3 H/0 H/0 H/0 H/0 H/O
TOMD M/I + BayT. cT. 1,8+0,3 1,0+0,1 H/0 H/O H/0 H/O
3-Metun-/ H-nupazon
YOP Brerm. cr. H/0 H/0 H/0 H/0 H/0 H/0
351 TOMD M H/0 H/0 H/0 H/0 H/0 H/0
-JluMeTHIIITHPaA301
’ © paso VOP Baer. cr. H/0 H/0 H/0 H/0 H/0 H/0
TOMD M/] H/0 H/0 H/0 H/0 H/0 H/0
2-Otun-1 H-nMuia3on
YOP Buem. cr. 1,3+0,9 3,2+0,6 H/0 H/0 H/0 H/O
TOMD M/ 9+2 H/O H/0 H/0 H/O H/0
1H-UMmunazon
YOP Brerm. cr. 68+16 68+22 H/0 H/0 H/0 H/0
TOMD M 1245 9+3 H/0 H/0 H/0 H/0
1H-1,2 4-Tpuazon
YOP Brerr. crT. 40,9+0,3 17+1 H/o H/o H/o H/o

[Mpumeuanne: TOMD — TBeprodazHast MUKpoIKcTpakius; ¥YIP — yckopeHHast skcTpakius pacrBopureneM; M/l — meron no6asok; Buem. Cr. —
KaJauMOpOBKa METO/I0OM BHeEIIHero crtanaapra; BayT. CT. — kanuGpoBka METOIOM BHEIIHEro cTaHaapTa; M30T. pa36. — MeTo H30TOMHOT0 pa30aBiIeHuUs.
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3.4 PazpadoTka MeTOAMKM OIpeleieHUsI MPOAYKTOB TpaHchopManuu
HIAMI' B o6pa3uax BoJAbl U BOJAHBIX 3KCTPAKTOB M3 MOYBbI C UCIOJIb30BAHUEM
KaJIHOPOBKH METOA0M BHEIIHEr0 CTAHAApPTA

3.4.1 Ontumusanus remneparypsl IITOMO

YBenmnuenne temneparypsl skcTpakuuu ¢ 30 1o 85°C npuBOINT K YBEIMYEHUIO
B 4,4,4,5, 9,7 u 4,2 paza ninowmaaei nukoB MTA, ®JIMI', 1-metun-/H-umunazona u
1H-niupa3ona, COOTBETCTBEHHO (pUCYHOK 22). Hambosiee MHTEHCHUBHBIE OTKIMKH
JIM®A, dpopmamuaa nadmoganucs npu 70°C, HIMA — mpu 50°C. YBenuuenue
TeMIEpaTypbl SKCTPAKIMU TPUBOAWIO K CHWKEHUIO oTkinka [IMAAH. Takum
oOpazomM, Temneparypa skctpakiuu 50-70°C sBisieTcss ONTUMATBHOM JIs1 IKCTPaKIUU
BCEX aHAIUTOB. boyiee BbICOKasg TemmepaTypa MOMHMO HETaTUBHOIO BIIMSHUSA Ha
3¢ (HEKTUBHOCTH BOJIOKHA, MOKET MOTEHIIMAIBHO TPUBOAUTD K paspymenuto HIMI u
ero HecTaOWIIBHBIX MPOIYKTOB TpaHchopmarmu B mpobax. OmHako, TemrepaTypa
OKCTPAKIIMK MOXKET OBITh YBEJIMYEHA B CiIydasX €CJIH HCCIeayeMble 00pasiibl
3arpsA3HEHBI B TEYEHUE JOJITOTO BPEMEHHU, & TAKXKE €CIIM B IPUOPUTETE MEHEE JIETyUUe
AQHAJIUTHI.
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[Tpumeuanue: o6beM mpo6sr 8,0 mit, Buansl 20 mi; macca NaCl 2,8 r; npeuHkyOanus 5 MUH Tpu
uccieayeMmon temmeparype; Bpems TOMD 5 mun; nepemenuBanne 250 06/MUH; TOKPHITHE 85 MKM
Kap/IIIMC; monenbHble 00pa3ibl A ¢ KOHUEHTpalusIMu aHanuToB 3-7, 9-13 (tabmuma 5) — 3000
MKT/11 ¥ iupaszuna (2) — 500 Mxr/m.

Pucynox 22 — Bausaue temneparypsl Ha d3dextuBHOCTS [ITOMD npoaykTos
Tpanchopmanu HIIMI

3.4.2 Ontumuzanus Bpemenu [ITOMD

J1y1st GONIBIIMHCTBA aHAJIMTOB YBEJIUYEHHE BpeMeHH dKcTpakiuu ¢ 10 1o 60 mun
MPUBOJUIIO K 2-3-KpaTHOMY YBEJIMYEHHIO OTKIUKOB (pucyHok 23). [lna MTA u [H-
Upa30Jia OTKJIMKY YBEIIMUMINCH B 3,4 1 3,2 pa3a. YBeIHUCHUE OTKINKOB (hOopMaMmIa
HaXOJWJOCh B JHAaNa3oHE CTaHAAPTHBIX OTKIOHeHuM. Ilmomans nuka JIMAAH
YMEHBIIAIACH C TECYEHUEM BPEMEHH: OTHOUIEHUE CUTHAN/IIIYM YMeHbIInoch ¢ 20:1 Ha
10 mun sTana skctpakiuu A0 S:1 Ha 30 MUH 3Tana 3KCTpaKIuu, HanboJee BEPOSITHO
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u3-3a €ro pas3joKeHus wik TpaHchopmaruu. Takum o00pa3omM, OBLJIO TPHUHSTO
pemenue yopats [IMAAH u3 pazpabaTeiBaeMOro nojaxojaa u3-3a ero CymecTBEHHOIO
OTJINYHSL OT IPYTHUX AHAJIUTOB.

Kak BugHOo m3 pucynka 23, ysenmuenune BpemeHn IITOMDO no 60 mun
MO3BOJISIET 3HAUYUTEIBHO YBETUYUTH 3PPEKTUBHOCTh IKCTPAKIINH, OJTHAKO, IPH ITOM
YBEJIMYMBAECTCS U BpeMs, HEOOXOJIMMOE Ha aHaiau3a oJHOro obpasua. Ilpumenenue
aBTOCaMIUIepa TMO3BOJSET HaKJIaAblBaTh aHAIW3 O00pa3loB, TakuM 00pa3oM,
aBTOCAaMILIEp HAYNHAECT HOBBIM LUKII SKCTPAKIMH, HE Nokuaasch okoHdanus [ X-MC
aHanu3za. [Ipu BemmonHeHnu [ITOMD BpydHyO TakKe MPUCTYNUTh K CIECIYIOLIEMY
oOpasily Bo3MOkHO, He noxkunasich koHna ['X-MC ananuza. Tak, Ay noarotoBku 1
oOpasia Heo6X0uMO 5 MHUH MpenHKyOanuu, 60 MUH SKCTPAKIUHU, 5 MUH J1eCOpOILINH,
10 MUH DOCT-KOHOIMUMOHHUpPOBAaHWS  BoyiokHa [ITOMD. Ilpu BpemeHu
XpoMaTorpaduyecKoro pasieieHus 72 MUH C MOCIEAYIOMNUM OXJIaKICHHUEM CUCTEMBI
(oxkomo 10 MuH), TOKpBITHE Oy/IeT TOTOBO K BBOAY B HCHAPUTETh YPaBHOBEIICHHON
cuctembl ' X-MC. B cyTku MOTYyT OBITH pOaHATM3UPOBAHBI OKOJIO 18 00pasmoB.
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[Mpumedanue: o3epHast Boja; oobeM npoosl 8,0 mut, Buansl 20 mur; macca NaCl 2,8 r; remmneparypa
arutatopa 70°C; npeunkyoarus (5 mun) u [ITOMD (5 mun) npu nepememuBannu (250 06/MuH);

nokpeitue 85 mxm Kap/IIJIMC; monenbHbie o0pas3ubl b ¢ koHneHTpanusMu aHamutoB 7,9-11
(tabmuna 5) — 1000 mMxr/in u 2,4-6,13 — 500 Mkr/m1.

Pucynok 23 — Bausinue Bpemenu Bblaepkku oopasna npu 70°C Ha OTKIUK
npoayKToB TpancGopmauuu HIMI

3.4.3 Bausinue napametpoB [ITOMD Ha npaBUIBHOCTH ONPECICHUS

Haumensine oTHocuTenbHBIEC cTaHAapTHEIE oTKIOHeHU (OCO) Habm01amuch
npu Ttemneparype oskctpakuuu 85°C um  cocraBunm mMeHee 18% s Beex
aHanu3upyeMmbix BenlecTB (pucyHok 24). Ilpm 85°C wmakcumanseie OCO
Haomoaanuch it OAMI u MDA, muaumanbasie (3%) — ans HIAMA u 1-metuin-
IH-nmupazona. Ilpu 30°C makcumanbable OCO OTKIMKOB, HaOMtOmaeMble IS
OJIMI', MTA u ¢popmamuna, coctasisiin 50, 48 u 32%, coorBerctBeHHo. [Ipu 50°C

97



OCO orkiukoB He npesbimanu 20% s BCceX aHAIUTOB, 3a MCKIIOYEHUEM
dbopmammua.

YBennuenue BpeMeHHu dKCTpakuuu ¢ 10 1o 60 MMH IPUBOAMIO K CHUKEHUIO
OCO otknukoB ¢ 8-30% no 3-18%. YBenunueHue BpeMEHU 3KCTPAKIUU B OCHOBHOM
noBys10 Ha OCO oTtxinkoB JIM®PA n HIIMA, KOoTOpble CHU3WINCH B JEBATH U CEMb
pa3, coorBerctBeHHO. st ®JMIT u 1-metun-/H-umugazona OCO OTKIMKOB
cam3uanck ¢ 20 1o 18 u 16%, cooTBETCTBEHHO.

Takum o6pazom, TOMD npu 50°C B TeueHue 60 MuUH 0OecrieynBaeT HAUITyIlIee
COYETaHHWE MPABWILHOCTA U YyBCTBUTEIBHOCTHU JJIi KOJIMYECTBEHHOTO OIPEICIICHUS
npoaykToB Tpanchopmaiiuu HJIMI™ B mpo6ax BOIBI.

Analytes 1 2 @3 @ 4 05 0 6 7 8 9

60 - . 351
A 5 min B 70°C
7 6 8 30 ¢ g
0§, 05 A ,
8 25+
40 - 8
S S0l o
S30f 8 o o6
2 7 L5t ° 7
° 2
20 ® o7 2 8
6 | 3 10 ns
([ o a
10 - L4 5L ( [ ]
4 ® o °
0 1 1 o 1 1 1 ] 0 1 ] 1 1 1 1
30 40 50 60 70 80 90 10 20 30 40 50 60
Temperature of SPME (°C) Time of SPME (min)

[Ipumeuanune: 1 — nupasun; 2 — 1-mertun-/H-nupazon; 3 — N-HuTpozoaumerunamus; 4 — N, N-
numetundopmamun; S — 1-metun-1/H-1,2,4-tpuazoin; 6 — 1-bopmw-2,2-qumeTuiaruapasus; 7 — 1-
meTwi-/ H-umunazor; 8 — dopmamun; 9 — [ H-nupa3zou.

PucyHok 24 — BnusiHME TemMIiepaTypbl U BPEMEHHU IKCTPAKIIMU Ha OTHOCUTEIbHBIE
CTaHAAapTHBIE OTKJIIOHEHHUS OTKIUMKOB MPOAYyKTOB TpaHchopmanuu HIAMI

3.4.4 [Ipenenbl oOOHAPYKEHUS U ONIPEICTICHNUS, TUHEHHOCTh U MPABUILHOCTh

JIuHEeHHOCTh KaTMOPOBOYHBIX TMPSIMBIX, TOJYYEHHBIX METOJIOM BHEIIHETO
CTaHJapTa C UCHOJIb30BAaHUEM JHCTUIUIMPOBAHHOM U 03€pHOM BOAbI coctaBmia 0,85-
0,99 u 0,35-0,99, coorBercTBeHHO (Tabmuma 24). KoaddunmneHts nerepMuHaAN
>0,99 wnaOmopanuch M nupaszuHa, 1-mertwn-/H-nupazona, HIAMA u MTA.
KanuOpoBouyHbIE PSIMBIE, TOTYYEHHBIE C UCITOJIB30BAHUEM AUCTUIITIMPOBAHHON BOJBI
st OJIMIT m popmamuia XapakTepU30BaIMCh HHM3KOM JHHEHHOCTHIO (<0,90).
Herextupyemsbie m/z ®AMI" u popmamuna nmeror Huskue 3HaveHus (59 u 45 /la,
COOTBETCTBEHHO), MPU KOTOPHIX HAOIIOAAETCS BBICOKMH YPOBEHb 0a30BOM JUMHUU U
MaTPUYHOTO 1IyMa (pUCYHOK 25). Iyt 3TUX aHAJIUTOB JMHEHHOCTh KalTMOPOBOUHBIX
MPSIMBIX, TIOCTPOCHHBIX Ha 00pa3iax 03epHOM BoJbI, cCHU3MIUCH 10 0,7336 u 0,7392,
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cooTBeTcTBeHHO. Hamxymmias muneiinocts (R° = 0,3499) mabmoganacs mus [ H-
nMpa3oa.

Pa3nuuus Mexay TaHr€eHCaMHy YIJIOB HAKJIOHA IPSIMOM 1711 JUCTUILUIMPOBAHHOM
Y 03€pHOM BOJIbI BapbUpoBaIuch oT 5 10 21%. Hanmenbias pazHuia HaOmoaa1ach
st nupasuna (5%), 1-metun-1H-nupazona (7%) u AM®A (8%), nHanbonpiias — s
1-metun-/H-umunazona (21%) u ®IAMI (16%). Hecmotpst Ha BhIcOKHE OCO,
HaOmonaemble Uit [ H-nupasona u popMaMuia, uX KaauOpOBOUHbIE TPa()UKU UMEIOT
OJIMHAKOBBIE TAHT'E€HCHI YIIJIOB HAKJIOHA /JI1 000MX THIOB KaTHMOPOBOUHBIX 00PA3IOB -
15 u 12%, COOTBETCTBEHHO.

[Ipenensl oOHapykeHus sl aHaIUTOB, oOecreunBarommx OCO TaHTEHCOB
yTJia HaKJIoHa psiMoit MeHee 15%, ObuTH pacCUMTaHbl 17151 KaTMOPOBOYHBIX 00pPa3IIoB,
INPUTOTOBJICHHBIX C  KCIOJB30BAHMEM  O3€pHOM BOABI C  HAWMEHBIIUMU
KOHIIGHTpAIUsIMUA aHAMUTOB. JIJIsi JIpyrux aHaJuTOB WCIHOJb30BAIUCH JIaHHBIE,
HOJTyYeHHBIE /1711 00pa3lioB Ha OCHOBE AUCTUUIMPOBAHHOM BOJBI. /{1t 601bIIMHCTBA
aHAJIMTOB TIPECIIbl OOHAPY>KEeHUs cocTaBuiau MeHee 1 Mkr/i. [Ipenensr oOHapyKeHus
OJMI" u popmamua coctaBuiau 68 u 10 MKI/1, COOTBETCTBEHHO.

Takum o00pa3om, paspabotaHHas wmeroauka Ha ocHoBe [ITOMI-I'X-MC
o0ecreynBaeT OJHOBPEMEHHOE ONpPEAENCHUE IIEeCTH OCHOBHBIX IPOAYKTOB
tpanchopmanuu HAMI (nupasuna, 1-metun-/H-nupazona, HAMA, IM®A, MTA u
1-mMetun-/H-umMu1a3o05a) B BOAE C UCMOIB30BAHUEM KaTUOPOBKH METOJIOM BHEITHETO
CTaHJapTa C MPaBUIBHOCTBIO 75-125%. OmnpeneneHre OCTalnbHBIX TPEX AHAIHMTOB
npeiaraeMbiM noaxoaom (1-dbopmun-2,2-qumerunruapasuna, Gopmamunaa u 1 H-
nupa3oyia) He oOecreurBaeT HEOOXOJUMON MPaBWIBHOCTH H3-32 MaTPUYHBIX
s dekToB.
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[Tpumeuanue: oobem obpasua 8,0 mia; m(NaCl) = 2,8 r; temneparypa skctpakuuu 50°C; Bpems
skcTpakuuu 60 muH, nokpeitue 85 MM Kap/IIZIMC; Bpemst aecopOuuu 5 MHH; TemIeparypa
necopouun 240°C; komonka DB-WAXetr 60 m x 0,25 mm x 0,25 MKM; mporpaMMa Harpesa
tepmocTaTa koloHoK: 40°C (5 mun) no 240°C (10 mun) ipu ckopocTt Harpesa 5°C/MuH.

Pucynok 25 — Xpomartorpamma o0pasiia 03epHOM BOJIbI, HCKYCCTBEHHO
3arpsi3HeHHOU mpotykramu Tpanchopmanuu HIIMI Ha ypoBHE HUKHUX MPEIEIOB
OmpeneNseMbIX KOHIIEHTpanui, noixydeHHas Ha ' X-MC ¢ 31ekTpoHHON nOHU3anuen
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Tabnuna 24 — Ilpenensl 0OHaApyKEHUS U ONPeNeNeHus, TUHEHHOCTh U TPaBUILHOCTD
Meroguku Ha ocHoBe [TTOMD-I'X-MC

JIuHeiHbIi B OB
CoenvHeHre | IUAama3oH, a A ) a ) 1o, | TIKO, O?O’
MK/ (0CO. %) R (0CO, %) R MKI/1 | MKT/1 | %
[Mupaszun 0,5-75 55273 (1) | 0,9998 | 51670 (1) | 0,9971 | 0,01 | 0,03 7
I-Metwt-TH- |5 60| 101855 (2) | 0,9985 | 112594 (5)| 0,9894 | 0,005 | 0,01 | 3
Mpa3od
HIAMA 1-150 6710 (1) [0,9998 | 5445(2) | 0,9915 | 0,05 | 0,15 4
MDA 1-150 1231 (8) 10,9702 | 1113 (13) | 0,9269 | 0,05 | 0,15 5
MTA 1-150 681 (4 09915 ] 572 (2) | 09977 | 0,3 0,9 34
OJMIC 70-900 11 (18) |0,8536 | 9(27) 0,7336 68 206 9
IMermi-IF= 1y 450 | 3154) | 09936 | 231(3) | 09971 | 05 | 13 | *
MMHJ1a30J1
dopmamu,g 50-700 29 (15) 10,8969 | 34 (26) | 0,7392 10 30 55
1H-TTupazon 2-200 2670 (9) | 0,9628 | 3301 (61) | 0,3499 | 0,03 | 0,08 | 77
[IpuMeuanue: a — TaHreHC yrJia HaKJIOHa KanmOpoBouHoOU mpsimoit; [10 — mpenen obHapyxeHUs,
3,3-Co/curnan/mym; IIKO — npenen onpeaenenus, 10-Ca/curnan/mym; OCO — oTHOCHUTENBHOE
cTangapTHoe oTkIoHeHue; JIB — nuctuiumpoBannas Boja; OB — o3epHas Boja.

3.4.5 TloBblieHHE TPABUILHOCTH METOJAa M TMPEJCIOB OOHAPYKEHUS C
VICIIOJIb30BAHUEM TaHJEMHON MAaCC-CIIEKTPOMETPUH C XUMUUYECKOW HOHU3AIUEN

Kak Obputo moka3aHo B MpeAblaylIeM pas3zelie, KOJWYECTBEHHAas OLEHKa
HECKOJIBKMX aHAINTOB ¢ noMoupo ['X-MC orpanndeHa HHU3KOW NHPaBUIBHOCTHIO,
NPELU3NOHHOCTBI0 M JIMHEWHOCTHIO. Llenp 3TOro skcrnepuMeHTa cocTosjia B TOM,
yTOOBl ~ MPOBEPUTH, MOXET JHU 0oJiee  CEJIEKTUBHOE TaHJIEMHOE  Macc-
CHEKTPOMETPUUYECKOE OOHAPY’>KEHHUE C MOJIOKUTEIbHOW XMMHYECKOM HOHHM3auuen
o0ecrneyuTh Jydliee KOJUYECTBEHHOE OIpeesieHHe MNPOAYKTOB TpaHCHOpMALMU
HAMI' ¢ ucnonb3oBanuem IITOMD. M3BectHo [135], uTo MArkas xumudeckas
MOHM3AIMS 00€CTICUNBACT 3HAYUTENBHBIA MPUPOCT YYBCTBUTEIHHOCTH JIJIS1 aHAIMTOB,
KOTOpBIE XapaKTEePU3YIOTCSI HU3KUMH M/Z TIPU HOHU3AIMHU dJeKTpoHamMu. CHHCOK
aHaMUTOB ObUT pactmuped a0 13 coenuHeHuil. HoBble aHAMUTBHI MMEIOT CXOXKYIO
JETY4eCTh M TOJSIPHOCT W MOTYT OBITh 3(PPEKTUBHO TPOAHATUZUPOBAHBI C
UCIIOJIb30BaHUEM ONTUMHU3UPOBAHHBIX TAPAMETPOB METOA.

XvuMuueckass WOHM3AIMs TO3BOJWIA CHU3UTH TIPENETIbl  OOHApYKEHUS
dbopmamunia u OIMI" o 1 mxr/n, MTA u 1-metun-/H-umunazona no 0,05 u 0,1
MKI/JI, COOTBETCTBEHHO (Tabmuma 25). Kosdpduuuentsr nerepmunanun (R°) u OCO
TAHT'€HCOB YIJIa HAKJIOHA MPSAMOM AJi OOJIBIIMHCTBA AaHAJIMTOB OKA3JIMCh Jy4lle IpH
MCIOJIb30BAaHUU XMMUYECKOW MOHU3AMU (Ta0aua 25) o CpaBHEHUIO € 3JIEKTPOHHOM
noHu3aruen (tadbnuia 24), ocodenno s hopmamuna (15% c U, 7% ¢ I1IXN) u 1 H-
nupazona (9% c DU, 1% c IIXHN). IIpenenst oOHapykeHUsE OOJIBIINHCTBA aHATUTOB B
peXrMe MOHUTOPUHIAa MHO>KECTBEHHBIX PEAKIIU BBIIIE, YEM B PEKUME MOHUTOPHUHTA
OTJIETTLHO BBHIOPAHHBIX MOHOB (Tabnuia 25), naHHbIi 3PHEKT MOXKET ObITh OOBICHEH
noTepeili HMOHOB B  syedike coyaapeHus. OOHAKO, PEXKUM MOHUTOPHUHIA
MHOXECTBEHHBIX PEAKIIUI MOKET ObITh UCTIOIB30BaH JIJIsl MOBBIIICHUS CEIEKTUBHOCTH
IIPY aHAJIN3€E CIIOKHBIX 00Pa3IloB.
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Tabnuna 25 — [Ipenenst 0OHApYKEHUS U ONPEIEICHHS, THHEHHOCTh M MPABMWIIBHOCTD MoaxoAa Ha ocHOBe [ITOMOI-I'X-MC/MC

I'X-TIXN-MC/MC (Q1 SIM) I'X-IIXNU-MC/MC (MRM)
CoenHeHme HHaJ;:;)erflﬁz/Mﬂ JuctrimupoBanHas BoJa JuctrimupoBanHasi BoJia
a R? I1O, MKr/1 HKO, a R? 11O, Mxr/n HKO,
MKT/JI MKT/TI
[Tupuaun 0,06-7,5 3202 (7) 0,9873 0,001 0,002 351,0 (5) 0,9915 0,01 0,02
[Tupazun 0,3-75 339 (8) 0,9722 0,03 0,07 100,0 (2) 0,9981 0,09 0,26
HJIMA 0,3-75 102,7 (9) 0,9688 0,07 0,22 102,4 (3) 0,9963 0,08 0,25
JIMDA 0,3-75 26,9 (20) 0,8584 0,08 0,20 27,5 (26) 0,7830 0,02 0,05
MTA 0,6-750 7,48 (9) 0,9628 0,05 0,14 2,06 (10) 0,9481 0,14 0,41
N-Metundpopmamua 0,6-750 4,25 (14) 0,9296 0,03 0,09 0,92 (28) 0,7152 0,14 0,41
OJIMIU 30-3000 - - - - 0,33 (11) 0,9548 0,9 2,8
1-MeTwni- 1 H-nmuaazon 15-1500 8,07 (5) 0,9935 0,09 0,27 1,42 (3) 0,9952 3 10
dopmamMu 30-3000 59,3 (7) 0,9914 0,13 0,40 3,00 (2) 0,9981 0,8 2.4
JAMI"®dyp 30-7500 1283 (2) 0,9981 0,01 0,03 81,0 (6) 0,9813 0,5 1,5
1 H-TTupazon 3-750 24,0 (1) 0,9995 0,14 0,42 3,85(1) 0,9993 1,2 3,5
3-Metun- 1 H-nupazon 3-750 44,4 (2) 0,9981 0,09 0,26 4,43 (1) 0,9994 1,6 5,0
3,5-AumeTtnn- I H-nupazon 6-1500 68,3 (3) 0,9974 0,05 0,16 4,75 (1) 0,9996 1,6 4.7
[Ipumevanue: a — TaHTEHC yrila HakJIoHa KanuOpoBouHOU mpsmoii; [IMI'@yp — mumernnruapason ¢ypanpaeruaa; [10 — npenen oGHapyKeHHS;
ITKO — npenen onpeneneHus; OCO — oTHOCHTENBbHOE CTaHAapTHOE OTKIoHEeHHE; [ITXW — xuMuueckast HOHU3aIUs ¢ 00pa30BaHUEM ITOJI0KUTEITLHO
3apspKEHHBIX HOHOB; MRM — MOHHTOpUHT MHOXecTBeHHBIX peakiwii; Q1 SIM — MOHUTOPUHT BEIOPAaHHOTO MOHA Ha MEPBOM KBAIPYTIOJIE.
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3.4.6 Ilpumenenue pa3pabOTaHHON METOJIMKH JJIsl aHATIN3a PEAIbHBIX 00pa3IoB

Pa3zpaboTtannas metonuka, ocHoBanHas Ha [ITOMI-I'X-MC, Obuta mpumeHeHa
JUIsL aHanu3a Tpex npo0d cHera, oroOpaHHbix 3 gekabps 2015 roga Ha
xene3HojopoxkHo cranuuu  Toperam (Keibuiopaunckass obnacts, Kazaxcran;
reorpadudeckue koopauHaTel: 45°39°10.4” c.mr., 63°19°11.9" B.1.), pacmooKeHHOM
BJIOJIb MAPILIPYTa TPAHCIIOPTUPOBKU PAKETHOTO TOILIMBA HA KOCMOJIpoM baiikonyp. B
KaueCcTBE KOHTPOJIbHOTO o0pasiia Obuta 0ToOpaHa mpobda cHera B HEMOCPEACTBEHHOM
OJIM30CTH OT JKEJIE3HOAOPOKHOIO MOJOTHA, HA YJAJE€HUU S5 KM K BOCTOKY OT
XKese3HoiopoxkHor craniuu Topetam (N 45°39°58.3” B.1., E 63°22°48.0”B.1.), BHE
MapuipyTa TPAHCIOPTUPOBKH pakeTHOro TorumBa. [IpoaykTsl Tpancpopmanuu
HJIMI' ne Oblim oOOHapyXeHbl B aHAJIM3UPYEMBIX o0pasliax, 4YTO, BEPOSTHO,
00yCJIOBIIEHO WX KOHILIEHTpAIMSIMU, HAXOALIMMUCA HUXKE Tpenesa oOHapy>KeHUs
pa3paboTaHHOW METOIUKH.

3.4.7 3akitoueHue 1o paszeny

Takum 06pazom, pazpaboTana HOBasi MPOCTasi U ABTOMATU3UPOBAHHAS METOTUKA
YYBCTBUTEIBHOTO OMNPEIEICHUSI OCHOBHBIX NMPOAYKTOB TpaHC(OpMaluu paKeTHOrO
torimBa Ha ocHoBe HJIMI' B BOJHBIX 00pa3iiax C HCMOJb30BaHUEM Mapoda3zHoi
TBepAodaznoit Mukposkcrpakuuu U ['X-MC. Haubiciasi npeuu3nOHHOCTh OAX0AA
ObLIa MoTyueHa npu tremmnepatype sxctpakiuu 50°C u Bpemenu 60 MuH. BeiOpanHbie
ycinoBuss TOMD obecrnieunBatoT HauOOJbIIME OTKIMKH OOJBIIMHCTBA IMPOAYKTOB
TpaHnchopmanuu. [IpaBunbHOCTD onpenenaeHus nupasuna, 1-metun-/ H-nupaszona, N-
HUTpo3oAuMeTUIIaMuHa, N, N-numetmndopmamuna, 1-mermi-/H-1,2,4-tpuazona u 1-
MeTui-/ H-uMuaszona B BOAHBIX 0o0pasiiax BapbUpoBaiach B auamnazoHe 75-125%.
[Ipenen neTeKTUPOBAHUS JAHHBIX AHAJIUTOB HAXOJIUTCS HA YPOBHE HUKE MKI/J.

Omnpenenenue popmamunaa u [H-nupaszona ¢ NpueMIeMON MPaBUIBHOCTHIO
(HabmrogaeMas cTereHb u3BjIedeHUs B nuamna3zoHe 70-130%) u 4yBCTBHUTEIBLHOCTHIO
(arKe 1 MKT/IT) CTaio BO3MOYKHO C UCIIOJIh30BaHUEM 00JIee CEIEKTUBHOTO TAHIEMHOTO
MacC-CIIEKTPOMETPUYECKOTO  JIETEKTUPOBAHUSI C XMMHUYECKOW HOHM3ALUEH C
00pa30BaHUEM TMOJOXKUTEIBHO 3apsiKEHHbIM HMOHOB. CHHUCOK COEIUHEHHMN ObLI
pacumper 10 13 (mupuauH, IUMETUIATHAPA3OH 2-Qypanpaeruna, 3-meTtui-/H-
nupazon U 3,5-numerun-I/H-nupazon). JlaHHas MeToAMKa HE TOAXOAWUT s
onpeeneHus TMMETUIIAMUHOAIETOHUTPUIIA U3-3a €r0 HU3KOM CTaOMIIBHOCTHU B BOJIE B
npouecce dkcTpakiuu. Onpenenenue OJIMIT Taxke XxapakTepru30BaJIOCh BHICOKUMHU
npenenaMu 0OHapy>KeHHsI, HU3KOW MPaBUIbHOCTHIO U BOCIIPOU3BOIUMOCTBIO.

B cpaBHeHuum ¢ apyrumMum  MeToAuMKamHu, OCHOBaHHbIMM Ha ['X-MC,
npeajaraemMasi METOJMKa TMpoIlle, aBTOMAaTHU3Upyemas, W OOECIedYrBaeT HU3KHE
npenensl 00HapyxeHus. K ToMy jxe MeToarKa onTUMHU3UpPOBaHa Jijisi 00JIBIIOro KpyTra
aHAJINTOB, KOTOPHIM B OyaylmieM MOXET OBbITb pAcCIIUPpeH C TMOKYIKOU
cepTU(UIIMPOBAHHBIX CTAaHAAPTOB. MeTonnKa MOXKET OBITh PEKOMEHJIOBAaHA IS
OIIEHKM KayecTBAa BOJIbI HA TEPPUTOPUSIX, MOABEPKEHHBIX PAKETHO-KOCMHUYECKOMN
NEATEIbHOCTH U JIPYTUX CBSI3AHHBIX UCCIIECIOBAHUSIX.
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3.5 Upentnduxkanuss npoaykroB tpanchpopmamuu HIAMI B TOopdsiHOM
Mo4Be C NPUMEHEHUEM ra30BOM XPOMATOMACC-CIIEKTPOMETPUHU U TBepao(pa3Hoi
MHUKPOIKCTPAKINH

3.5.1 Bmusaue no6aBku Ba(OH)::8H>O Ha 3¢ (eKTUBHOCTh 3IKCTPAKINH
npoayktoB Tpanchopmannu HIAMI u3 Topdsanoit moussr metomom [ITOMD.

Panee B pabote [69] ycranoBineno, yuto no6aBka Ba(OH):-8H>O mo3Bosser
nocturath 100% wu3BIEYEHHS MPOAYKTOB TpaHCPOpPMALUU TPH HKCTPAKIHUU
alleTOHUTPUIIOM MO aBlieHUEM. YBelnyeHue 3p(HEKTUBHOCTH IKCTPAKLIUU aBTOPbI
OOBSICHSIIOT TIEPEX0JIOM CBSI3aHHBIX aHAJTUTOB B CBOOOHYIO JIJIsl SKCTPAKIUU (popMy.

[Tpu ananuze 3arpsi3HEHHON TOP(MSIHON MOYBBI, OTOOPAHHOM ¢ MecTa MaJeHuUs
nepBoii ctynenn PH Iuxion (kocmonpom Ilnecenk, Poccus) ¢ ucmosib3oBaHueM
[IT®MD Bcero obHapyxeHO 13 azoTocomepxkanux coeauHeHui (Tabnuma 26).
[IpuHaaIeKHOCTh HEKOTOPBIX paHEE HEU3BECTHBIX COCIMHEHUHN K YMCIY MPOAYKTOB
tpanchopmarmn HJIMI' cyaunmmu 1o pesynbTaTaM aHaIW30B HE3arpsS3HEHHOM
TopdsiHOM OYBHI (paszaen 3.5.2, Tabnuma 27), oToOpaHHOM BOJIM3U PAiOHOB MaCHUS.
bbuio yuteHo, 4TO JaHHbIE (OHOBBIE O0Opa3lbl MOIVIM 3arpsA3HUTHCS MaJbIMU
KOHLEHTpalusaMu nOpoAykToB TpaHchopmaruun HJMI' npu TtpaHcnopTHpoBKe B
nabopatoputo. IIpy HaX0XKAEHUH UHTEPECYIOIIEr0 KOMIIOHEHTA B X0JIOCTOM 00pas3ie
TOp(sHOIM MOYBHI U B HCCIIEyeMOM oOpa3slie CpaBHUBAIKCH IUIONIAAN NUKOB. Eciu
Pa3HOCTh JIOCTUTAlla HECKOJIbKUX TMOPSAKOB, COCAMHEHHE CUYUTAIM MPOTYKTOM
Tpanchopmarmu HIMI .

JloGaBka ruspokcuga Gapus MoBIMsANa HA YyBCTBUTEILHOCTh MeToga TOMD-
['X-MC/MC pans ananu3a TOp(hSHOW TOYBBI, TaK IO pe3yjibTaTaM aHaju3a
obHapyxeHo 7 npoaykToB Tpanchopmarmu HAMI', ¢ no6aBkoit Boasl — 10 (Tabnuia
26). [1pu ananuze oOpasioB 6e3 7106aBOK 0OHAPYKEHO BCETO 4 COeTMHEHUS.

B xozme »skcmepuMeHTa OMpOOOBAaHO H3KCTPAKIIMOHHOE TMOKPBITHE 65 MKM
[TAMC/IBb nipu Tex xe mapametpax sxctpakimu (40°C u 60 mun). JlaHHOE BOJIOKHO
MeHee 2(G(EKTUBHO TpHU OKCTPAKIUM MpoAaykToB TpaHchopmarmmu HIAMID wu3
TOp(sIHOM MOYBKI, TaK Kak ObUIO OOHAPYKEHO BCero 3 mpoaykra (Tadnuua 26).

Takum 00pa3oM, pelieHO HCIMOJIb30BaTh J00aBKY THUIAPOKCUIA Oapus s
aHaiM3a TOpP(SIHOW TMOYBBI, a TAaKXKE COCPEAOTOUYMUTHCS HA HU3YYEHUH JIETYYHX
OpraHUYeCcKUX cOoeqUuHEHUN (HOHOBBIX 00pa3loB TOP(PSHON MOYBBI U ONTUMHUBALMHU
napametpoB [ITOMD.
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Tabnmuna 26 — UnentudunupoBanasie npoaykTel Tpanchopmanuu HIAMI B TopdsiHol mouBe, 0ToOpaHHON ¢ MecTa MajeHus
nepBoM crynenu paketsl-Hocutens «Luknon» (kocmonpom Ineceuk, Poccust)

NMHIa30J1

No RT, Coenunenue CAS No. XapaxkTepHble m/z bes Ba(OH)2 Ba(OH). *Ba(OH):
MUH 1100aBOK + BOJIA
1 3,71 N-NEeHTUINANH-METaHAMUH 10599-75-4 | 42 (100); 57 (79); 70 (20); 41 (15) + +
2 |5,05 Jenbra-1-nupponuH 5724-81-2 | 67 (100); 39 (65); 41 (63); 40 (58) +
3 407 | Humernaruipason 7422-90-4 | 86(100); 44(51); 42(48); 85(34) +
areTaabIeruaa
4 6,11 N-T'entunuaun-metunamun | 6898-71-1 | 57 (100); 42 (65); 70 (29); 27 (15) + +
5 11,91 | [Mupunun 110-86-1 79 (100); 52 (56); 51 (22); 50 (13)
6 13,79 | 2-MeTtwi-nupuus 109-06-8 93 9100); 66 (52); 92 (29); 65 (21) + + +
7 15,43 | JlumetmiiaMMHOAUETOHUTPpUI | 926-64-7 83(100); 84(59) 58(51); 42(51) + + +
8 15,65 | 2,6-JlumeTri-nupuanH 108-48-5 107 (100); 106 (27); 66 (23); 39 (19) + + +
9 11591 | 1-Metun-/H-tipaso 930-36-9 82(100); 81(46); 54(22); 42(13) + + +
10 | 17,06 | 2,5-dAumerni-1H-iuppos 625-84-3 94 (100); 95 (58); 80 (17); 93 (15) +
11 | 32,69 | IH-ITuppoir 109-97-7 67 (100); 39 (68); 41 (63); 40 (54) + +
12713435 | Ho-Mmammmo-2- 23899-73-2 | 126 (100); 56 (32); 27 (23): 28 (19) +
THAPOKCUITMPHUMUINH
13 1 5798 | I-Memu-2-ammsio- /- 6646-51-1 | 97 (100): 96 (72); 42 (58): 55 (38) +

[Tpumeuanue: * - TOMD nposeneHo ¢ ucnoip3oBanueM BosiokHa 65 MM [TIMC/IBB (axctpakuust 60 mun npu 40°C, npenHky6anust 5 MuH)
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3.5.2 Unentuduxamus neTyuyux nOpoaykToB Tpanchopmammu HJIMI B
TopdsHbix mouBax MetogoM [ITOMD-I'X-MC

TopdsiHas moyBa 6orata OpraHUIECKUMU COCTUHEHUSIMU, BKJTFOYasi TyMHUHOBBIC
KHUCIIOTHI, (PYITLBOKHUCIIOTHI, IMTHUH U JIpyrue. B cocTaB ryMUHOBBIX BEIIECTB MOYBBI
BXOJAT a30TOCOAEPKALIUE COEAMHEHUE TaKUE KaK MUPPOJIbl, UMUIA30J1bl, TUPA30JIbI,
NUPUIUHBI, TUPUMUIUHBI, TUPA3UHbI, WHJOJbI, A30TOCOACPKAIIUE MPOU3BOIHBIC
OeH3oia, anddaTuueckue aMHHbI, AIKWIHUTPUIBI, TepreHsl u ap. [136], kotopsie
MOTYT JKCTParupoBaThCs HKCTPAKIMOHHBIM TOKPBITUEM BMECTE C II€JIEBBIMHU
aHAJIMTAMM, CO3/1aBasi MATPUYHBIE TIOMEXHU.

[Tony4yeHHble NaHHBIE KAYECTBEHHOTO aHajin3a (POHOBBIX 00pa3IoB TOPhSIHOU
nouBbl U cdarayma (O0OJOTHOE pacTeHHEe, MOX, M3 KOTOporo obpasyercs Topd) c
ucnoyibzoBanueM [ITOMDI-I'X-MC cornacyroTes ¢ nureparypabimu [137] (Tabnuia
27). IlpakTraecku Bo Bcex (hOHOBBIX 0Opa3iiax 0OHAPYKEHbI UH]I0JI, TUPHUINH U €To 4
MPOU3BOIHBIX, |-MeTwi-/ H-uppoii, U3 KOTOPHIX HambOJIee MHTCHCUBHBIM CUTHAI
npUHAIIERKAT UHA0TY. Takke HACHTUPUIIUPOBAHBI 5 COSAMHEHUN, TPUHAIIICKAIIIIX
K Kiaccy  anupaTUYecKux aMuHOB. Bce  oOHapyXeHHbIE  COEIUHEHUS
IPEANOIOKUTENBHO 00pa3yroTCs B MOYBE 3a CUET AErpajallid MUKPOOPraHU3MOB,
XUTUHA U pacTeHUd. TeM He MeHee U3BECTHO, YTO MUPA30JIbl, TUPPOIIbI, TUPUIAHBI,
UMUJIA30J1bI SIBJISIFOTCS TAK)KE OCHOBHBIMU NpoaykTamu Tpanchopmaruu HJAMI kak B
nouse [32], Tak u B Boze [138].

Tabnuma 27 — Jlery4re a30TOCOIepIKaINe COSTUHEHIS He3arpsI3HEHHBIX IPOAYKTaMU
tpanchopmanmu HIAMI topdsinbix mous u charayma merogom [ITOMI-I'X-MC/MC

RT, ITnomanap nuka, y.e., X107
MHH Coepunenne CAS No. Charaym | Don 1 | Don 2 | Don 3| Do 4
1 2 3 4 5 6 7 8
1,7 |N-MetuieH3TaHaMHH 43729-97-1 H/0 H/0 H/0 H/0 39,5
1,8 | N-ByTunuamHMeTaHaMHUH 6898-69-7 H/0 0,4 H/0 H/0 H/0
2,4 | N-IlenTunuguHMeTaHAMHH 10599-75-4 H/0 H/0 H/0 H/0 0,4
3,0 |N-I'enTunuauHMeTaHAMHH 6898-71-1 H/0 8,5 H/0 H/0 H/0
4,6 | 1-Ilupponun 5724-81-2 H/0 4,3 H/0 H/0 H/0
5,7 |IIponmaHuTpui 107-12-0 H/0 H/0 H/0 H/0 0,9
9,4 |1-Metun-/H-tuppon 96-54-8 0,4 179 | 27,5 H/0 23,1
11,8 |Tlupuauu 110-86-1 52 30,4 | 18,7 | w/o 17,4
13,0 |TentanuTpuna 629-08-3 H/0 H/0 H/0 H/0 2,9
13,6 |2-Merunnupuanx 109-06-8 2,1 13,6 | H/o H/0 14,5
13,8 |Ilupazun 290-37-9 H/0 H/0 H/0 H/0 4,7
18,4 |3-Metmimupuana 108-99-6 H/0 8,9 H/0 H/0 H/0
20,6 |OtunnupasvH 13925-00-3 H/0 H/0 H/0 5,9 H/0
23,1 | 3-DTunmmmpunnx 13925-00-3 2.9 9.8 H/o H/o 19.4
29,0 |2-TIponuanupuuH 109-06-8 2,7 H/0 H/0 H/0 H/0
313 |VADemmmmeTIel)- 622-29-7 wo | 493 | wo | wo | 66,2
METaHaMUH
32,4 |(/H)-Iluppon 109-97-7 H/0 28,3 | H/o H/0 31,3
34,8 |3-Metun-/H-niuppon 616-43-3 H/0 10,1 | H/o H/0 H/0
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[Tponomxkenue Tabauipl 27

1 2 3 4 5 6 7 8

35,9 | BO-AUTHAPO-S.S-AMMETIIA- | 166551 096 | 17,1 | wo | mo | wo | wo
W30MPONUWIHINH- / H-tupa3on

56,4 |bensos3non 95-16-9 H/0 H/0 10,7 | /o 4,6

79,9 |HNupon 120-72-9 75,9 H/o | 27,9 | 54,7 | 155,7
[Ipumeuanue: H/0 — He OOHapYXEHBI. Y CJIOBUS aHainM3a: BHaybl 20 MiI; Macca cyxoro obpasma 0,5
r; nobaska 3,0 r Ba(OH)2:8H20 u 100 Mk Boast; TOMD Bonoknom 85 mxm Kap/ITIMC u3
ra3oBo# (a3sl Haj oOpasnoM B TeueHue 30 mun npu 80°C.

3.5.3 Ontumuzanus napamerpoB [ITM®D s uaeHTUGUKAINKN TPOITYKTOB
tpanchopmannu HIMI' B Topdsnoii mouse

Panee ycTaHOBIEHO, 4YTO C BO3PACTAHMEM BIAXKHOCTH M COAEPIKAHUS
oprannueckoro BemiecTBa B mouBe 3¢dextuBHOCTh [ITOMD cHmxkaercs [76].
Topdsinas 60710THaAs MOYBA XapaKTEPU3yeTCSd BHICOKMMHU MOKA3aTEIsIMU BIAXKHOCTU U
CPOJCTBOM K HcCCIeayeMbIM aHanuTaMm. [Ipeaplaymiuii 3KCIIEpUMEHT MoKa3aj, 4TO
onTUMalibHble mMapameTpsl TOMD nas 3KCTpakuMM MOPOAYKTOB TpaHchopManuuu
HJAMI u3 necka ManosGpeKTUBHBI 1J1s aHaIKu3a TOPGSHON MOYBBI C UCIIOIH30BAHUEM
[ITOMD (Tabnuma 26).

bt mcrpoOoBaHbl pa3NWyHbie KOMOWHAIMKM BPEMEHHM U TeMIIepaTyphbl
[NTOMD (5, 15, 30 u 60 mun npu 60, 80 u 100°C). Brnusnue TemmepaTypsl
OKCTPAKIUM Ha KOJUYECTBO HUACHTHU(DHUIIMPOBAHHBIX IMPOAYKTOB TpaHcopMauu
HIAMI' cna6o BeipakeHo (pucyHok 26). Hambombiee konmnuecTBo coequneHuit (15)
oOHapykeHo npu ucnoyib3oBanuu TOMD mpu 80°C B Teuenue 30 MUH, HAUMEHbBIIICES
— npu ucnoiabzoBanuu TOMD nipu 60°C B TeueHue 5 MuH (pUCYHOK 26).

13
12
11
10 10 10 10 10
8

Pucynok 26 — BinusiHMe TeMIiepaTypsl 1 BpEMEHHU IKCTPAKIMU HA KOJINYECTBO
UACHTUPUIMPOBAHHBIX TPOAYyKTOB TpancGopmauuu HAMI B TopdsHoit nouse
MeTogoM IITOMDO-I' X-MC/MC

KonmyecTso naeHTMGUUMPOBAHHbIX MPOAYKTOB
TpaHchopmauumn HOAMI
[oe]
T

60°C 1 60 MuH
60°C 1 30 MWH
60°C 1 15 muH
60°C 1 5 MuH
80°C 1 60 muH
80°C 1 30 muH
80°C 1 15 muH
80°Cu 5 muH
100°C 1 60 muH
100°C 1 30 muH
100°C 1 15 muH
100°Cwn 5 muH

106




C yBenMYeHHUEM BPEMEHU HKCTPAKIMU MOBBIIIEHUE TEMIEPATYPhl IPUBOAUT K
CHHKEHHUIO OTKIMKOB HEKOTOpPHIX MpoaykToB TtpaHchopmarmu HIMI wu3-3a
BO3MOKHOTO XMMHUYECKOT0 B3aUMOJCHCTBUS B MPOIECCE IKCTPAKIUU (PUCYHOK 27).
Takum o00pa3oMm, NPHUHATO PpEUIEHUWE OCTaBUTh paHEEe ONTUMHU3HPOBAHHBIE JUIS
necyanbix M CymMHUCTBIX mnouB 40°C wm 60 MuH I u3ydeHus mporecca
TpancopManuu rentuiaa B Top@sHON mouBe ¢ ucnoiab3oBanueM [ITOMD, Tak kak
HarpeB nouBbl Oosiee 40°C manodd(HEKTUBEH U MOXKET NPHUBECTH K MCKAKEHHBIM
JTAHHBIM.
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Pucynok 27 — Bnusinue temnepatypsl 1 BpemeHu [ITOMD npoaykTos
tparchopmarnmu HJIMI™ u3 TopdstHOIM MOYBBI HA UX OTKJIMKH
3.54 Bimmsaue wucxogHon KoHueHntpauuum HJIMIT Ha mnpounecc ero
TpaHC(HOpPMALIMH B TOYBAX
HAMI o6nagaeT BBICOKOM peakIMOHHON CIIOCOOHOCTBIO M 110 CBOEH MPHUPO/IC
SBJISIETCSI CUJIbHBIM BoccTaHoBUTeNeM. Taioke HIIMI siBnsiercst ciiabbiM OCHOBaHHEM,
umeet pK 7,35. B o6miem nipeacrapiiennu rporecc Tpancopmariuu HIIMI nporekaet
B HECKOJIBKO IOCIIeIOBAaTEbHBIX 3TanoB [26]. [TepBas ctagus TpanchopMaIuu UaeT ¢
00pa3oBaHMEM HU3KOMOJIEKYJISIPHBIX TTPOU3BOIHBIX. Jlajmee mpoucxoauT XUMUIECKOe
B3aMMOJICCTBHE TMPOIYKTOB MepBoro »Tama TpaHchopmanuu ¢ camum HJIMI'.
Koneunass cragus TtpaHchopmanuu mpeicTaBiIsieT Cco00W  B3aUMOJCHCTBUE
TUMETUITHIPA30HOB (hopMasbieTHAa U alleTalbJAeTH/Ia, a TAKKEe TPUMETUIIAMUHA C
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HU3KOMOJICKYJISIpHBIMU mipou3BoaHbiMH HIIMI™ ¢ oGpazoBanuem 1-metwmn-/H-1,2,4-
Tpuasona, l-metun-/H-nupa3zona, IMMETUIAMUHOALETOHUTPUIIA.

HIMI' crocoGeH mpuHUMATh y4acTHE B Pa3MYHBIX XUMHUYECKHX PEaKLHUsX,
MO3TOMY TIPOIIECCH €ro TpaHChOpMalMu B pEalTbHBIX O0BEKTaX, Kak MPaBUIIoO,
MPOTEKAIOT MO BECbMA CIOKHBIM MEXaHU3MaM. YCTAaHOBJIEHO, YTO HAa XOJ
tpancopmanmun HJIMI' oOka3pIBatOT BIMSHUE XHUMHUYECKHH COCTAaB MAaTpPHIIHI,
KOHIIEHTPAIIMM TEPEXOJHbIX META/VIOB, KOHIIEHTpPAllMM KHUCJIOpOJa W JAPYTUX
okucautenen. [Ipu BozaelcTBUM cnaObIX OKUCIHUTENEH 00pa3yrOTCsl COECIMHEHUS C
OoJbIIIeld MOJICKYJISIPHOM Maccoi, cojepkalire a3oT B CBS3aHHOM COCTOSIHUH, MPU
TepmudeckoM paszioxkenud HJIMIT oOpa3yroTcsi B OCHOBHOM HU3KOMOJIEKYJISIPHBIE
npoaykThl. Llenpio gaHHOro 3Tama paboThl ObUIO YCTAHOBUTH BIHMSHUE HMCXOJIHOU
koHueHTparuu HIIMI™ Ha niporiecc ero Tpancdopmaimu B TopQsiHOM MOYBE.

bonpmras gacte coenuHEHHI, OOHApYKEHHBIX paHEE MpHU TpaHcPopMauu
HIAMI' B nabopaTopHBIX YCIOBHSX, ObUTH HaWJACHBI HA MECTaX MPOJIMBA PAKETHOTO
ToILMBa [8].

[Io pe3ynpTaram KadyeCTBEHHOTO aHajIW3a MOJEIBHOW TOYBBI, 3arpsi3HEHHOU
HAMI', metonom IITOMD-I'X-MC ob6HapykeHO cBbIlIe 23 coequHeHUH (Tadnuia
28). Bo Bcex oOpasnax MoyBbl OOHAPYKEHBI AUMETHUITHAPA30H (opMabiaeruia,
TUMeTWIaleToHuTpui, 1-metun-1H-nupazon, HIMA, IM®A u MTA. B o6pa3iax
nous, B KoTopble BHOcUIU Ha 1,0 r Biaaxunou nouBbl 10 mxn HJAMI oOGHapyxeHbI
nupa3oyibl, HWMUJA30Jbl, TeTpazonbl, Tpuasunbl, @OJMI, 2-dypanbnerua
TUMETWITUapa3oHa. B nmaHHO# rpyrine mouB oOHapy>KeHO OoJbliiee KOJIMYECTBO
KOHEUHBIX TpoaykToB TpaHchopmammu HJIMI', yem B TpyIie mouB ¢ OOJIBIICH
KOHIeHTpanuen BBeneHHoro HJIMI'. Bo Bcex mouBax MOCHEOHEW TPYIIIbl IPU
uaeHTuGuKanuu ObLT 00OHAPYIKEH ellle He MOJHOCThI0 MpopearupoBapiuit HIAMI, a
TaKXKe AUMETWIAMUH, TPUMETHITHApasuH, 2-3Twi-1,1-gumerunruapazud, TMT u
JAMI'AA. Ha ceapMoii JieHb 3arpsi3HEHUsI B MOYBax e npoiecc okucieHus HJIMI
KHCIIOPOZIOM BO37yXa ¢ oOpa3oBaHHMEM AWMETHIIaMHHA, TI0 ypaBHeHuio (9) [4]. B
pe3yJibTaTe B3aUMOJICUCTBUS  TMOJYYEHHBIX MPOAYKTOB PEAKUUM WA  UX
MOCJICAYIOIIETO OKUCIEHUS 00pa3oBbIBANINCH N-HUTpo3oaumetmiamut (10) u 1,1,4,4-
TeTpaMmeTii-2-terpaseH (11).

(CH3)2N—NH2 + O2 — (CH3)2NH + HNO:2 9)
(CH3)2NH + HNO2 — (CH3)2N-N =0 + H20 (10)
2(CH3)2N—NH2 + O2 — (CH3)2N—N=N—-N(CH3)2 + 2H20 (11)
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Tabnuna 28 — Pe3ynbTaThl KaueCTBEHHOTO aHalW3a MCKYCCTBEHHO 3arpsi3HEHHBIX
HIAMI' o6pa3ioB TopdsiHOit mouBbl (ApxaHrenbckas obnactb, Poccus) meromom
[NTOMD-I'X-MC

RT, 10 mxan HIAMI' 50 mxn HAMIT

Coemierie CASNO- | vy |1 12 | 113 [ 114 | 111 | 12 | 113 | 114
N.A- 75-50-3 4,86 + |+ |+ |+
JUMETUIMETHIAMUH
Tpumernnruapasux 1741-01-1 8,28 + + + +
2-Irar-1,1- 29559-82-8 | 8,93 e
JUMETUINPA3UH
JumMernnrunpazox 2035-89-4 | 10,88 | + n n n n n n n
dbopmanbaeruaa
1,1-JIlumeTnnruapasux 57-14-7 11,57 + + + +
JumMernnrunpazox 7422-90-4 | 13,17 n n n n n +
aleranbJeruia
1,1,4,4-TerpameTui-2- 6130-87-6 18,76 n n n i
TeTpa3eH

[Tupazun 290-37-9 22,28
JlumeTunaneToHuTpuI 926-64-7 23,08
1-Metun-/H-niupa3zon 930-36-9 23,45
MeTtunnupasus 109-08-0 24,08

1,3-JIumerun-1H- 694-48-4 24,95

+
N
N
N

+ o+
+ o+
o o o o R
+ o[
-
-
-
-

UPA30JI

- 62-75-9  |2565| + | + | + | + | + | + | + | +
HurposomumeTnnamun

NN- 68122 |2615| + | + | + | + | + | + | + | +
Jumerundopmamua

L 4-Taveti-1H- 1072:68-0 2673 | + | + | + | +

HPA30JI

1,5-Aummerun-1 H- 694-31-5 27.72 | + n n n

HPA30JI

2-Metun-2H-tetpazon | 16681-78-0 | 28,06 | + +

1,2,4-Tprasun 290-38-0 |31,65| + | + | +

N-Merur-N- 4164287 3204 + | + | + | +

HUTPOMCTAHAMHWH

I-Merun-[H-1,2.4- 6086211 3201 | + | + | + |+ | + | + | + |+
TpHUa30J1

1-®opw-2,2- 3208495 |3468| + | + | + | +

JAUMCTHUIITHAPASHUH

I-Merun-1H- 616-47-7 | 35,55 T

nMHUAa30J1

2-@ypanbaerin 14064-21-2 | 37,73 + |+

JUMCTHIITHAPA30HA

[Tpumeuanue: IITOMD Bonoknom 85 Mkm Kap/IIJIMC, npeunkybauus npu 40°C 15 mun,
[ITOMD npu 40°C 15 mun; npu I'X kononka DB-WAXetr 60 m x 0,25 mm x 0,50 mxm, renmit 1
MJI/MUH, TepMocTaT KoJoHOK: 40°C (5 mun), HarpeB 10°C/mun 10 240°C (10 mun). O6pasisr: [11-
4 (paznen 2.4.7.1).
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3.5.5 [Ipouecc tpanchopmarun HIAMI' B TopdsiHoit mouse

st uccnenoBanus mnporecca tpanchopmaruu HIAMI ucnonbs3oBaHbl paHee
ontuMuzupoBanubie napameTpsl [ITOMD (40°C u 60 mwun). Jjis MOBBIICHUS
2 (HEKTUBHOCTH JKCTPAKIMKA B 00pasiel BHOcWaU n30bTok Ba(OH)2-8H,O (3:1).
[ToryyeHHBIE WHTEHCUBHOCTH MUKOB 00pPa30BaBIIMXCS MPOIYKTOB TpaHchopManuu
HAMI cpaBHUBaNKCh C JaHHBIMU aHalM3a (OHOBOIrO 00pa3ia TOP(SHOM MOUBHI.

Ha cnenyrommii aens nocne BHecenuss HJIMI™ B TopdsiHyro mo4BYy pOHU30IILIO
oOpa3oBaHUE psifa MPOU3BOAHBIX JUMETWITHIpa3oHa (pucyHOK 28), Haubosee
WHTCHCUBHBIMU M3 KOTOPBIX SIBJSUIUCH  JUMETWJITUIPA3OHBI  dTAHIUANIA U
dbopmanpaeruaa, oJlHaKko Mo ucredeHue 3-4-x aHen SKCepuMeHTa UX UHTEHCUBHOCTH
pe3ko cHu3wInch. Ha 15-e cyTku skcnepuMeHTa IUIolaad MMKOB JAaHHBIX aHAJUTOB
YMEHBIIUIUCH B 4317 1 265 pa3 nmo CpaBHEHHUIO C JaHHBIMM, MTOJTYYEHHBIMU BO 2-€
CyTKH, COOTBETCTBEHHO. [l OCTalnbHBIX MPOU3BOJAHBIX JIUMETHUITHAPA30HA
CHIKEHHE OTKJIMKA IMIPOUCXOIUII0 MOCTENEHHO, IIOMIaJAN MTUKOB YMEHBIIUINCH B 2-6
pa3. Ha 15-e cyTku Haubosee mpeBaMpyONUMU TPOU3BOAHBIMU TUMETHIITHIPA30HA
SIBJISUTUCH TUMETWITHIPA30HbI alleTaaberua, NeHTaabaeruaa u Oyranais.

Bricokoe copepkaHue MPOU3BOJAHBIX TUMETHITHIPA30HA MOXKHO OOBSICHUTH
B3aUMOJEHUCTBUEM NPOAyKTOB pacnaga HJIMI ¢ nmonmcaxapuiamMy W IOYBEHHO-
JIUTIATHOM COCTABJISIONICH, KOTOpasi BKIIOYACT B ce0sl aJIKeHbI, aJIkaHbl, IPUCTEHBI,
YKUPHBIE KUCIIOTHI, KETOHBI ¥ CrIUPTHI [ 139].

BonbmMHCTBO HAWJEHHBIX COEAMHEHUM OTCYTCTBOBAjIO B (POHOBOM 0Opasiie
topbsHor mouBbl (Tabmuma 27). Ilpu anHamuze ¢GoHOBOro oOpasia BBICOKOM
WHTEHCUBHOCTBIO  OONamanu  N-NEHTWIMIWHMETaHaMHWH, TUPUAMH U 3-
METUJIIUPUJIMH, a Takxke |-meTun-2-amuHo-/H-umuaazon u uaaoi. [locne BBeaeHus
HJAMI' OTKIMKY JaHHBIX COEIMHEHUN OCTABAIIMCH PABHBIMU OTKJIMKaM, I1OJYYEHHBIM
npu ananuse poHoBoro obpasna. N-DeHunmeTuIeHMETaHAMUH Tak)Ke OOHApY>KEH B
HE3arpsI3HEHHOM MOYBE, OJTHAKO OTKJIMK aHaJMTa nociie BBeaeHuss HJAMI yBennuniics
B 6 pas.
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- OumetunrugpasoH 2-gpypanvgervaa ( 138) , x0,7
- AumeTunruapasoH 4-rentaHoHa ( 44)
- AumeTunrnapasoH neHtanbaernga ( 44)

- ‘B InmeTunrugpasoH renraHana( 86) , x2 -
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Pucynox 28 — JluHamMuKa OTKJIMKA TPOU3BOIHBIX TUMETHITHAPA30HA U3 TOPSIHON
HOYBBI IIPU aHau3e MeTogoM TOMDI-I'X-MC/MC
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[ToMuMO TUMETUATHIPA30HOB JTOMUHAPOBAIH Pa3IN4YHbIE TUPPOJIBI, [TUPA30JIbI
u  uMmugazonsl.  2,5-Jumerun-/H-nuppon wu  2,3,4,5-terpameruii-/ H-nuppoi
oOHapyxeHbl Hpu aHanmie (HOHOBOro oOpas3la, OAHAKO IUIOMIAIM THKOB JTaHHBIX
AHAJIUTOB, IIOJIyYEHHBIC IIPM AHAIM3E HA BTOpbIE CyTKH mnocie BBeaeHus HIIMI
npeBbliany (oHOBbIE B 4 U 25 pa3, COOTBETCTBEHHO (pUCYHOK 29).

A - -B- 45 lurnapo-3-meTun-1H-nupason ( 83) 5 - -® - 1-Metun-TH-nvppon ( 81)
- -®- 4,5-urnapo-1,5-anmetun-1H-nupason (- 83) - -@- 2,4-inmetun-1H-nuppon ( 94) , x0,2
- -A - 4,5-1urnapo-4,5-aumeTun-1H-nupason ( 83) 20 - - -A - 2,5-Aumetun-1H-nuppon ( 94) , x0,1
20r - -¥- 3-Metun-1H-nnpason ( 82) , x0,04 - -¥- 2,3,4-TpumeTtun-1H-nnppon ( 108) , x0,25
?"o 18 b - -®- 1,3-fumetn-1H-nmpason ( 96) , x0,25 #o 18 - - -®- 1,2,5-Tpumetnn-TH-nvppon ( 108) , 0,5
: - 4 - 3,5-Auvetun-1H-nupason-1-kapbokemanamug (- 95) : - 4 - 2,3,4,5-rerpamerun-1H-nuppon ( 122)
o 6 v s T - - 1-31un-1,2-aurngpo-2-meTun-3H-nuppon-3-ox ( 125)
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Pucynok 29 — JlunaMuka OTKJIMKa MPOU3BOAHBIX A) nupaszosa u b) muppona u3
TopdsiHOM MouBkI npu aHaiauze MeroaoM [ITOMDO-I'X-MC/MC

OTknuKu TaKUX COCJMHECHM, KakK 1,1,2-TpumMeTunruapasuHa,
MeTWwiaMuHoaneTouuTpuwia, 1,1,4,4-retpameruii-2-TeTpa3eHa, JUMETUIMAHAMUA,
nuMmetunamuia, JIMAAH u N-stunuaeH-N'-guMeTWITHApa3uHa Ha MPOTSHKECHUU
AKCIEpPUMEHTA MOCTeNneHHO cHukanuch (pucyHok 30). Ha 4, 15, 30 u 7-e cytku
KOHIIEHTpaliuid B To4Be 1,1,2-TpuMeTUNTHApa3uHa, METHJIAMHUHOAIIETOHUTPUIIA,
1,1,4,4-TeTpameTnn-2-teTpazeHa 5 JTUMETHIIIMaHaMK/1a, COOTBETCTBEHHO,
CTAaHOBWINCH HUXKE Tpejena oOHapykeHus Mmetoja. [lonydeHHble MIonaan MUKOB
nuMmetunamuna, [IMAAH u N-3tunuaen-N'-numetuinruapasuta Ha 15-e cyTku nociie
BBegeHuss HJIMIT mo cpaBHeHuto co 2-mu yMmeHbmwiuch B 4, 9 u 1,5 pa3sa,
COOTBETCTBEHHO.

Otxiukn MTA, HIMA u 2-metun-2H-teTpa3oiia MOCTENEHHO YBEINYNBAINCH
nocine BBeneHuss HJIMI'. Ilo cpaBHEHHIO CO BTOpPbIMHM CyTKamMH Ha 15-€ cyTku
MOJTy4YE€HHBIE TJIONIAIMA MMKOB BO3POCIHU B 2, 3 U 5 pa3, COOTBETCTBEHHO.
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Pucynox 30 — JluHamuka OTKJIMKa OCHOBHBIX POAyKTOB Tpanchopmanuu HAMI B
TopdsHOM mouse npu ananuze metogoM [ITOMI-I'X-MC/MC

B pe3ynbTaTe nmoydeHHBIX JaHHBIX, B TOp(sHOM mouBe, 3arps3uennon HJMI
¢ ucnoaszoBarreM Metoaa [ITOMI-I'’X-MC/MC obHapyxkeHo cBbitie 40 MpoayKTOB
tpanchopmarmun HJIMI' (tabnuma 29). YcraHOBIEHO, YTO MPEBATUPYIOIIUMHU
npoaykramu Tpancopmaruun HJIMIT B TopdsiHON MOYBE SBISIOTCS MPOU3BOIHBIC
JUMETWITHIpa30oHa, MUpas3olia, muppoiia, a takxe aqumerwiamud, MTA u HJIMA.
TopdsiHas moyBa SBISETCSA CIOXKHBIM OOBEKTOM [UISl aHAIM3a C HUCIIOJIb30BAaHUEM
[ITOMD, Tak Kak HMMEET B CBOEM COCTAaBE MHOMXECTBO JIETyYMX MEIIAIIIUX
KOMIIOHEHTOB, TAKHUX KAaK QJIKaHbl, CIUPTHI, KETOHbL. TakKe yCTaHOBJIEHO, YTO
MAPUJIVMH U €T0 IPOU3BOJHBIE B JOCTATOYHBIX KOJWUYECTBAX MOTYT IPUCYTCTBOBATH B
TopdsIHOM MOYBE, HE MOJIBEPKEHHON BIMsiHUIO TTposuBoB H/IMI'.
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Tabmuna 29 — Jleryuue nponyktel Tpanchopmanuu HIMI', nnentudunmupoBannsie B TopdsHoi mouse merogoMm TOMDI-IX-
MC/MCmna?2,3,4,5,6,7,15u 30-e cyrku nocie BHecennss HIAMI

OCHOBHBIEC HOHBI,

[Tnomanp nuka, y.e. x 10

RT,
- CoenuHenue CAS No. |m/z (OTHOCHTeﬂH:asI Do ) 3 4 5 6 7 15 30
MHTEHCUBHOCTbD, %)

1 2 3 4 5 6 7 8 9 10 11 12 13
1,6 |N,N-JlumeTuiMeTaHAMUH 00075-50-3 |58 (100); 59 (68) v/o| 8,82 838| 817| 6,69 8,61 937 2,42 +
1,7 | N-MeTuneHsTaHaMUH 43729-97-1 |42 (100); 57 (33) v/o| 794| 7,58| 623| 6,34| 11,30, 3,83 3,99 +
2,4 |1,1,2-TpumeTniruapazux 01741-01-1 |59 (100); 74 (61) v/o| 1,62 0,82 H/0 H/O H/0 H/O H/0 H/0
2,0 |AMCTHAIIAPAIOR 02035-89-4  |72(100);42(98) | wio| 1932 30T 3987|1435 12,11] 9.63| 626]  +

dbopManbaeruaa 03 8
3,1 |MeTuaaMHHOAIIETOHUTPHUII 05616-32-0 |69 (100); 42 (62) w/o| 4,34| 1,51] 0,50 041| 0,75 0,59 H/0 H/0
3,2 | Aumertwiruapa3on-2-nponanon |13483-31-3 | 100 (100); 44 (67) w/o| 4,83| 3,90 281| 1,38| 1,25| 1,05| 1,16 +
3,3 |1-lumernnamuHo-2-nponanod | 15364-56-4 |58 (100); 42 (21) w/o| 4,56| 4,88 136| 1,36| 3,00/ 0,99| 0,50 +
3,6 |N-lIlenTmnuauHMeTaHaAMUH 10599-75-4 |42 (100); 57 (79) 2,50 1,28 1,72 1,42 2,00| 6,64 3,28| 2,61 +
4,0 JumeTnnruapa3zoH 07422-90-4 |86 (100): 44(91) wo 358,9| 241,4| 264,3| 104,9| 105,9| 111,7| 131,6 .

aleTalbJIeTu/1a 1 0 9 5 6 5 9
5,1 | N-OrunmmentwmnuaMmernwaamud | 18641-74-2 |70 (100); 85 (92) v/o| 0,31 0,58 0,81 1,16] 2,12 148 0,74 +
5,6 | dumernnruapason npomanans |07422-93-7 |44 (100); 100 (72) w/o| 15,16| 11,45] 933| 4,15 521| 6,88 4,90 +
5, |/UMMETHIIAPAsON 2- 13063-57-5 |43 (100); 44 (95) wo| 19,00) 12,76| 6,00| 527| 822| 6,10] 326/  +

METHJIIPOTIAHAJIS

) 1315, 1105,| 973,7| 951,7| 1315, 1291,| 302,8

6,7 |JlumeTnnamMuH 00124-40-3 |44 (100); 45 (63) H/0 49 79 0 6 53 31 5 +
8,0 f{f};gﬁ“ﬂpo'}mmm B To1911-304 |83 (100); 84 (87) wo| 1,26/ 1,00 048 053] 852| 335 129
8,7 | Ammerunruapa3zon OyTaHams 10424-98-3 144 (100); 85 (79) v/o| 14,29| 14,38| 15,21 7,89 7,08, 9,55| 10,29 +
8,9 |1,1,4,4-Terpamermn-2-terpazen |06130-87-6 |116 (100); 43 (58) H/O 597% 227’§ 57,31 11,88 7,73 3,17 1,42 H/O
9,8 |1-Metuu-1H-niuppon 00096-54-8 |81 (100); 80 (73) v/o| 1,22 1,67| 398| 4,15| 11,85] 12,68| 14,82 +
10,2 |3-MeTunanokconunepasu - 85 (100); 44 (95) w/o| 15,33| 17,67| 21,99| 10,19| 12,51| 13,31| 18,78 +
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[Tpomomxenue Tadauie! 29

1 2 3 4 5 6 7 8 9 0 ] 11 | 12 | 13
4,5-Nurunpo-1,5-numernn-1 H- )

L o 5775-96-2 |83 (100); 42 (72) wo| 9,79| 11,64| 533| 2.87| 431| 3,07| 2,03 +

12,0 | Mupuns 110-86-1 79 (100); 52 (56) 9,80] 5,19] 599] 554 6,08 16,35] 14,41] 14,20 +

12,4 | Alamenmasmmoneren-L- | 99 (100);44 (55) | wlo| 687| 587| 956/ 477| 350| 233 515 +

13,4 |2,4-Jlumerna-1 H-nuppon 625-82-1 94 (100); 95 (65) wo| 2,94] 543] 10,13 11,54] 45,89] 33,74] 35,36 +

13,7 |HHMETHITHAPA3OH 14090-57-4 |44 (100); 86 (84) nlo| 77,54| 89,01| 86,51 48,44| 48,41| 57,26| 35,74 +
IICHTaHAJIbACT N 1a

14,5 [ Aurmapo-d.Soametun-Ii 50019, 94.5 |83 (100);98 (47) | wo| 595 357 142 526 203 705 118+
TUPazoJl

15,3 | JuMeTnaaMuHOAIIETOHU TP 926-64-7 83 (100); 84 (56) 1,70 105’? 72,78 13,53| 27,54| 98,46| 37,45| 11,72 +

15,8 |3-Metu-/H-mupason 1453-58-3 |82 (100); 81 (71) wo| 59,80 78,33| 83,36| 98,90 398’2 288’3 139’; +

16,8 |2,5-lumerun-1 H-mnppos 625-84-3 94 (100); 95 (58) 3,06] 11,73] 16,53] 29,20] 32,32] 71,58] 84,78] 68,48 +

18,4 |3-Metunmupnn 108-99-6 93 (100); 66 (39) 2,19] 120 1,35] 1,32] 1,43] 2.80] 247] 3,11 +

18,4 |I'excanutpun 628-73-9 41 (100); 54 (82) H/0 H/0 H/o| 5,43| 7,06| 15,08| 11,89| 15,08 +

18,9 |1,3-Iumetnn-/H-nupazon 694-48-4 96 (100); 95 (94) w/o| 13,35| 12,49| 12,53| 13,31 49,14| 40,70| 33,89 +

19,8 | N-Hutpo3zoaumerunaMuH 62-75-9 74 (100); 42 (51) w/o| 14,48| 11,50| 9,10| 9,71| 42,07| 44,11| 47,55 +

lo5 |N-Ommmen-N"- ] 44 (100); 86 (65) ol 380.6] 480,9] 5859 340,0] 1603| 220,7| 2754 B
JMMETHITHIPA3UH 5 0 1 2 5 8 6

21,5 | > fawernn- L mapason-l- gy 495 o5 (10096 93) | mio| 244 372 370 555| 1520] 12,89 12,06]
KapOOKCHTUAMH]T

21,9 | IumeTnamanaMu/I 1467-79-4 69 (100); 70 (56) v/o| 3,35| 3,06/ 0,70 H/O H/O H/O H/0 H/O

22,4 |2,3A-Tpumerun-/H-muppon _ |3855-78-5 | 108 (100); 109 (64) | wm/o| 5,73] 10,95] 15,38] 20,34] 27,09] 33.44] 16,80 +

20,9 |NAV-Amveria-1,3- 111331 [58(100);85(60) | wlo| 28,83 935 292| 1,03| 236| 126 000  +
INponaHauaMHrH

24,6 |1,2,5-Tpumerun-/H-muppon _ |930-87-0 108 (100); 109 (29) | wlo| 244 3,72] 3.,70] 5,55| 15,20] 12,89] 12,06 +

25,3 |2-Metun-2H-tetpazon 16681-78-0 |28 (100); 56 (48) wo| 3,31| 348 5095| 6,54] 26,14] 23,83] 17,28 +
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[Tpomomxenue Tadauisl 29

1 2 3 4 5 6 7 8 9 10 | 11 | 12 | 13

25,8 | IumeTnnrunpason renranans | 67660-53-1 |86 (100); 44 (89) w/o| 4520] 65,40] 97.23] 55,48] 11,37] 17,90] 27,00 +

28,9 | Aumerunruapason renranans® |67660-53-1 |86 (100); 44 (89) w/o| 1,85 2,85| 3,82 2,31| 0,52 0,58 1,06 +

30,0 |2.3.4,5-retpamernn-/H-mappon | 1003-90-3 122 (100); 123 (58) | 0,08] 1,99] 3,68 577 535 3,71] 4.81] 340 +

31,4 | N-OenmnvernienveranaMs | 622-29-7 118 (100); 119 (53) | 5,50 37,06 64,66] 29.82| 54,08] 35,15| 37,56] 14,82 +

35.9 | I-Merun-7H-12,4-tpuason 6086211 |83 (100); 56 (40) wlo| 34,95| 3427| 36,50| 39,93 143’3 “3"7‘ 7856|  +

39,0 | L-9mun-1.2-murunpo-2-mem- 125 (100); 115 (93) | wo| 2.62| 2,00| 185 1.02| 052 084 068  +
3H-nuppoi-3-on

40,2 | lumetunruapason 4-renranona | 14090-58-5 |44 (100); 45 (95) w/o| 3,63| 3,69| 2,33 232| 1,41 1,56| 1,40 +

474 |AAMMCTUITHIDA3OH 2- 14064-21-2 138 (100); 95 (31) wo| 539| 3,49 3,68/ 1,17| 0,15 0,10 0,28 +
dypanpaeruaa

49,6 | dumerunruapasoH stanguans |26757-28-8 |44 (100); 42 (41) H/0 651’2 493’(1) 280’2 28,56| 0,00, 0,00/ 1,09 +

57,5 | 1-Merun-2-amuro- [H- 6646-51-1 |97 (100); 96 (72) 6,88 8,96 588 528| 425 2,52 046] 6,88 +
MMHA30]1

80,0 | /H-Wnpon 120-72-9 117 (100); 90 37) | 7,10] 6,18] 7,07] 3.,82] 0,85] 1,54] 530] 7,10 +

[Ipumeuanue: H/0 — He 0OHAPYKEHO; * — COEAMHEHNE UMEET CX0XKUN Macc-CIEeKTp, OIHAKO OTJINYAETCS BpeMs yIepKUBaHuUs, HE0OOX0aMa
JOTIONTHUTEbHAS UAeHTUUKAIMs. Y coBus aHaim3a: Buaisl 20 mur; macca oopasinia 1,0 r; nob6aska 3,0 r Ba(OH)2-8H20; IITTOMD nokpeitTiem 85
MkM Kap/ITJIMC B teuenune 40 mun npu 60°C; nporpamma ecopbuuu: ucxoanas temneparypa 170°C (0,1 Mmun), 3aTem HarpeB co CKOPOCTHIO
5°C/c o 250°C (85 mun); kpuonoBytka -80°C (5 MuH), 3ateM HarpeB co ckopocThio 20°C/c mo 200°C ¢ mocneayromiei BeIIePKKOH 10 KOHIIa
aHanmu3a.
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3.5.6 3akiroueHue 1o paszienny

Taxum o6pa3om, B JaHHOM pa3jiesie MOKa3aHo, YTo:

— nob6aBka Ba(OH):'8H>O mno3Bosnsier  oOHapyXuBaTh  HauOoOJbIlIEEe
KOJIMYECTBO MpoaykToB TpaHchopmauuu HJIMI' B mouBe mpu aHanuze MeTOAOM
[ITOMD-I'X-MC/MC B pexxume AETEKTUPOBAHUS HA TPETHEM KBaJIpYyTOJIE;

— TpeBaUpyOMUMHA Tpoaykramu TpaHnchopmauun HIMI B TopdsiHOM
MOYBE SIBJISIOTCS TUMETUITHIPA30HBI, MUPA30JIbl, TUPPOJIbI, a TAKKE TUMETHIAMUH,
MTA u HIMA;

— TopdsHas ToYBa SBIAETCA CIOXHBIM OOBEKTOM JJId aHaiu3a ¢
ucrnonb3oBanueM [ITOMD, Tak kak MMEET B CBOEM COCTABE MHOXKECTBO JIETy4MX
MEIIAIMNX KOMIIOHEHTOB, TAKMX KaK AJIKAHbI, CIUPTHI, KETOHBI,

— TUPUIUHBI B JOCTAaTOYHBIX KOJHWYECTBAX MOTYT IPUCYTCTBOBATh B
TopdsHOMN MMOYBE, HE MOABEPKEHHON BIUSHUIO MpoauBoB HJIMI;

— HCIIOJIb30BAHME  HarpeBa  TOP(SHOW  MOYBBI  JJIi  IOBBILICHUS
3¢ (EeKTUBHOCTH SKCTPAKIUH, a TAK)KE YCKOPEHMSI ITPOLIecca ypaBHOBEUINBAHUS [1OCIIE
BHECEHHS] BHYTPEHHET0 CTaHAapTa B 00pa3ell He peKOMEHIYETCsl, TaK KaK 3TO MOKET
OPUBECTH K HCKAKEHHBIM JaHHBIM (Pa3jlOKEHHIO HECTAaOWJIbHBIX IPOJYKTOB
TpaHC(OPMALIMH, PA3JIOKEHUIO OpPraHMYECKOro BenlecTBa MOouBbl). OnTUMaIbHOE
Bpemsi u temneparypa [IT®OMD npoaykros Ttpanchopmanuun HIAMI u3 TopdsHoi
mouBsI — 60 MuH U 40°C, COOTBETCTBEHHO.
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3AK/IIOYEHUE

[lo pe3ynbraTam aucCepTAIMOHHON pabOThI CAEIaHbI CIEIYIOIINE OCHOBHBIC
BBIBO/IbI:

KosnmdecTBEeHHBIN aHAIN3:

— MTA-d3 no3BossieT 3pheKTUBHO KOHTPOJIUPOBATh MATPUUHBIN YPDEKT 1115
oaHoBpemeHnHoro omnpenenenuss HJIMA, JIM®A u MTA B mnoyBax ¢ HHU3ZKUM
COJIEp’)KaHUEM OPraHMYECKOTO BellecTBa ¢ ucnoiab3oBaHueMm [ITOMD npu 60°C B
TeueHne 15 MuH. /{18 mOYB C BBICOKMM COAEPKAHUEM OPraHMYECKOTO BEIIECTBA
HEO0OXOIMMO TOCTPOCHHUE OTMEIHHON KaTIMOPOBOYHOUM MPSIMOM, B OCOOCHHOCTH IS
aHAJIUTOB C HU3KUM MOTEHIIMAJIOM MPOTOHUPOBAHUS.

— Iloaxon, ocHOBaHHBIM Ha COBMEIIEHHMU METOJa 100AaBOK UM BHYTPEHHETO
cTaHAapTa o0ecrneunBaroT TOYHOE oJqHOBpeMeHHoe onpenenenue HIIMA, IM®A, N-
MeTuinpopMamuia, GopMaMuia, 3-MeTWINHpPUAUHA, |-meTwin-/H-umuaazona u 3-
MeTui-/ H-nupazona B mouBe ¢ wucnosibzoBanuem IITOMD. [Ipyrue mnpoayKThl
TpancopManii MOTYyT ObITh KOJWYECTBEHHO OILICHEHBI C MCIIOJIb30BaHUEM METOJa
n06aBok 0e3 yuera oTKIMKoB MTA-d3.

— Okctpakmus npoayktoB Tpanchopmanuu HJMI w3 npod Boasl ¢
WCIIOJIb30BAaHUEM TTOKPBITUS HA OCHOBE 85 MkM KapOokcena/momuaumMeTuiIcuiIokcana
npu 50°C B Teuenne 60 MuH oOecrieynBaeT HAMIYYIIIee COUCTaHUE YYBCTBUTEIIBHOCTH
U TPaBWIBHOCTU. TaHJEMHOE MacC-CIIEKTPOMETPUYECKOE OOHApyXKEHUE C
MOJOXXUTEIIbHOM ~ XMMHYECKOM  HMOHM3alMEld  MNOBBIIAECT  MPABUJIBHOCTH U
CEJIEKTUBHOCTh MeTona. KamubOpoBka 1O BHEIIHEMY CTaHAapTy oOOecleunBaeT
MpUEMJIEMYIO TPABUIBHOCTh M MOET OBITh HUCIOJIb30BaHA ISl KOJIUYECTBEHHOU
OLICHKHU. J[7s Jydiield mpaBUIIBHOCTU CJENYET HMCIOJIb30BaTh KATMOPOBKY METOJO0M
n00aBOK, KOTOpasi, OJTHAKO, YCIOXKHSIET aHAJIU3.

[TonykonruecTBEHHBIN aHAIN3 JJIS OLIEHKU MTPUOIN3UTEIIBHBIX KOHIICHTPAIUH:

— PeanbHbIC 3arps3HEHHBIC TPOOBI U SKCTPAKIIHS PACTBOPUTEIIEM MOTYT OBITh
WCITOJIb30BaHBI ISl KAIMOPOBKY I101X0/1a, OCHOBaHHOTO Ha TA®MD 13 ra3oBoii (a3sl
HaJ 00pa3iioM. COOTHOIIIEHHE OTKIMKOB aHAJIUTA U BHYTPEHHETO CTaHAApTa JAOJAKHO
WCIIOJIb30BAThCSI B KAUECTBE AHAIIMTUYECKOTO CHTHAJA JUIsl OOJBINEH MPaBUILHOCTH
KAIUOPOBOYHBIX TpaUKOB M pe3yJbTatoB aHanu3a. CoelUHEHUS, IS KOTOPBIX
CTaHJIapThl HEJOCTYIIHBI, MOTYT OBITh ONpPEJIETEHbI TOJIYKOJINYECTBEHHO B 00pa3iax
MOYBLI C KCIOJIb30BaHHEM TpadUKOB Ji aHAJUTOB CO CXOXKEW XUMHUYECKOU
CTPYKTYpPOH.

KauectBeHnHbI aHanu3 TOp(PsHOM MOYBHI:

— IlupuauHbl B JOCTAaTOYHBIX KOJIMYECTBAX MOTYT TIPUCYTCTBOBaTh B
TopdsIHOM MOYBE, HE MOIBEPKEHHON BIMsIHUIO TTposuBoB H/IMI'.

— Jlo6aBka Ba(OH)2'8HO mno3Bossier 0oOHapykuBaThb  HauOoOJbIlEe
KOJIM4YECTBO MpoAyKToB TpaHcopmauuu HJIMI' B TOpdsaHON mouBe npu aHamuze
MetogoM TOMDO-I'X-MC/MC B pexuMe IeTeKTUPOBAHUS HA TPETHEM KBAJPYIIOJE.

— Hcnonw3oBanue  HarpeBa  TOp(sSHONW  TOYBBI  JUIsi  TOBBIIICHUS
3¢ (HEKTUBHOCTH SKCTPAKIINH, & TAKKE YCKOPEHUS MPOIEcca ypaBHOBEIIMBAHUS TIOCIIE
BHECEHHUS BHYTPEHHETO CTaHAapTa B 00pasel] He PeKOMEHAYETCs, TaK KaK 3TO MOXKET
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OPUBECTH K HCKAXEHHBIM JAaHHBIM (Pa3lokKEHUI0 HECTAaOWIbHBIX MPOAYKTOB
TpaHcopmaluy, pPas3IoKEHUIO OPraHUYEeCKOro BellecTBa IMO4YBbl). OnTHMaiIbHOE
Bpems u Temneparypa [ITOMD npoaykroB Tpanchopmannu HIMI' u3 topdsaoi
nouBbl — 60 muH u 40°C.

— IlpeBanupytouumu npoaykramu Ttpanchopmaruun HJMIT B TopdsHoi
IIOYBE SIBJIIIOTCS TUMETUITHAPA30HBI, MIUPA30JIbI, TUPPOJIbI, a4 TAKKE TUMETHIAMUH,
MTA u HIMA.

Pa3zpaboTanHbie METOJIMKN UMEIOT OYEBUJIHBIE TTPEUMYIIIECTBA TIEpEl IPYTUMHU
JOCTYITHBIMU METOAMKAMU M MOTYT OBITb PEKOMEHJIOBAHbI JUIsl TPUMEHEHUS B
IIPOrpaMMax 3KOJIOTMYECKOI0 MOHUTOPHUHTIA ACATEIBHOCTH KOCMOApOMa ballkoHyp H
IPYTUX KOCMOJIPOMOB II0 BCEMY MUPY, UCIIOJIB3YIOIIMX PAKETHOE TOILUIMBO HA OCHOBE
runpasuHa. Ilpenensr oOHapyXkeHHUs pa3pabOTaHHBIX METOAMK KOJIMYECTBEHHOTO
aHaJM3a B OCHOBHOM HaXOJSTCS HA YPOBHE MKI/KT WM MKT/JI (ppb), 4TO MO3BOJISET
aHAJIM3UPOBATH CJIEAOBBIE KOHLEHTpAMH 3arpssHuTenci. [lomydeHHble pe3ynbTaThl
Takke BaXHb! 17151 Teopun [IITOMD, nockonbKy pazpadOTaHHbIE TOAXO0AbI MOTYT OBITh
VCIIOJIb30BaHBI IS ONIPEACIICHUS APYTUX CIOKHBIX AHAJIUTOB B ITIOYBE U BOJIE.

Pa3paboTanHple METONMKM MOTYT OBITh BHEIPEHBI B J1IA0OpaTOpUH C
¢bynkunonupyromen  cucremoir  I'X-MC  w/ummm  I'X-MC/MC B HayuHoO-
UCCIENOBATENbCKUX LeisX. [IpM  HaauuMum M30TONHOMEYEHHBIX BHYTPEHHUX
CTaHJAAPTOB TOYHOCTh METOJMK MOKET OBbITh YJydllleHa, a KpPYyT ONpeaeisieMbIX
aHanutoB yBenumueH. B arrecroBanubix no ['OCT ISO/IEC 17025-2019
1abopaTopusX I BHYTPEHHETO MOJb30BaHMS MpeijlaraéMble METOIUKUA MOTYT OBITh
B3STHl 32 OCHOBY JUIsl pa3pabOTKU CTaHIAAPTHBIX OMNEPALMOHHBIX MPOLEIYp C
MOCJICYIOIIEH BHY TPUIA00pATOPHON BaIUaAINCH.

Ha tepputopun PecnyOmuku Kaszaxcran mns ananm3a oOpasiioB C IIENBIO
OLICHKM HX IapaMETPOB C YCTAHOBJIEHHOW TOYHOCTBIO, JUOO IS HU3MEPEHHH, K
KOTOPBIM YCTaHOBJIEHbl METPOJIOTMYECKHE TpeOOBAaHMS B MEPEUYHSAX H3MEPEHHUI,
OTHOCSIIIUXCSI K TOCYJapCTBEHHOMY PETYJIMPOBAHUIO, U HOPMATUBHBIX IPABOBBIX
aKTax, METOJMKa JIOJDKHAa OBITh aTTECTOBAaHA B KAYE€CTBE METOJMKH BBIMOJHEHUS
MU3MEPEHUH C IOCIEAYIOICH PErHCTpalye B PeecTpe roCyIapCTBEHHOU CHUCTEMBI
oOecrieueHus eAMHCTBA U3MepeHuil, cornacHo [Ipukazy MuHucTpa 1o MHBECTUIUSAM
u pasButuio PecnyOnmuku Kazaxcran ot 27 paexadps 2018 roma Ne 932 «O6
yTrBepxacHun [IpaBuin pa3paboTKH, METPOJIOTUYECKON aTTEeCTal[MH, YTBEPKIECHUS U
pEerUCTpallud B PEECTpe TOCYAApCTBEHHOM CHUCTEMBbl OOecleueHusi €AMHCTBA
W3MEPEHUN METOIMK BBIMIOJTHEHUS U3MEPEHUN U pe(PepEeHTHBIX METOAUK BHITIOTHEHUS
U3MEPEHUN W OKa3aHus TroCyAapCTBEHHOM yciyru '"Peructpauus B peecTpe
['ocynapcTtBenHoil cuctembl usMmepeHud PecnyOnuku KazaxctaH MeTOguKH
BBITIOJTHEHUS U3MEPEHUH, pa3pab0TaHHOW U aTTecTOBaHHOM B cTpaHax CoapyxecTBa
HesaBucumeix ['ocymapcts'».

PMI' 61-2010 «Iloka3arenn TOYHOCTH, MPABUIBHOCTH, NPEUU3NOHHOCTH
METOJIMK KOJUYECTBEHHOT0 XMUMHUYECKOTO aHainu3a. MeToibl OLEHKH» Tpedyer
NOJATOTOBKH PsAJIa UAESHTUYHBIX MPOO MaTepHaa Jijisl UCTIOIb30BaHUS B SKCIIEPUMEHTE.
[TouBa, SIBNISASICH FETEPOr€HHBIM 0OBEKTOM aHATN3a HE MOXKET 00ECTIEUUTh TPeOyeMyIo
OJTHOPOAHOCTb, YTO SIBJISETCA BAXKHBIM HCTOYHUKOM paCXOXIEHUH. [[ns oueHku

118



TOYHOCTH (IIPABUJIBHOCTH U NPELM3NOHHOCTH) METOJIUKH PEKOMEHYETCSI CIEA0BATh
['OCT P UCO 5725-5-2002 «ToyHOCTh (IPaBUIBHOCTh U MPEIIU3BHOHHOCTh) METO/IOB
U pe3yJIbTaTOB U3MepeHuid. HacTpb 5. AJIbTepHATUBHBIE METOJIbI U3MEPEHUI.

[Iponyktel Tpancopmauuu HJIMI', BHOcHMBIE B KOHTPOJIbHBIE OOpa3Libl,
JIOJDKHBI  00MafaTh XMMHYECKOM CTaOMIBHOCTBIO, a CIOcoObl XpaHeHHS U
TPAaHCHOPTUPOBKU OOPA3LUOB JOJKHBI MCKIIOYATh HArpeB, MOIMAJaHUuE COJIHEYHOIO
CBETA U UCIIAPEHUE JIETYYUX AHAIUTOB JIJI1 MUHUMU3ALUN PACXOKICHUIN pe3yJIbTaTOB
U3MEpPEHUN B MEKIIa00PATOPHBIX UCCIIEAOBAHMSIX.
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IMPUJIOKEHUE A

K nurepatypHomy 0030py
Tabmuuna Al —  TOKCHUKOJOTMYECKHME  CBOWCTBA  HEKOTOPBIX  IMPOJYKTOB
tpanchopmanmu HJIMIT
DKCcrepuMeHTaIbHbIe! IIpencka3aHHbIe’
[IpoxykT Tpancdopmanuu CAS No JIs0 JIs0 Kiacc
HAMI " | Opranuswm | (mepopalibHO), | (TepOpaIbHO), | TOKCHYHOCTH
MT/KT MT/KT (ot 1 10 6)
1,1,4,4- 6130-87-6 | MbpIb 1500 1500 4
TerpameTmiireTpaszex
[Tupunnn 110-86-1 Kpsica 866 1500 4
[Inpazun 290-37-9 MpI1ub >2000 1020 4
ﬁ;lMCTHJI&MHHO&HCTOHI/ITp 926-64-7 Kpgica 50 50 2
1-Metun-/ H-nupazon 930-36-9 H/1 H/1 310 4
N-Hutpozoaumerunamun | 62-75-9 \Y% 0800048 20 26 2
N,N-nmetundopmamug 68-12-2 Mpbib 3950 2000 4
1-Metun-1H-1,2,4-tpuazon |6086-21-1 | Kpsica 1015 1350 4
N-Metmidopmamu 123-39-7 Mpiib 2300 2000 4
1-®opmuin-2,2- 3298-49.5 Mpiiiib 239 118 3
JUMETHITHIPa3uH
1-Metuin-/ H-umuaazon 616-47-7 Mpbip 1400 1400 4
dopmamMu 75-12-7 Kpsica 5325 2450 5
Jumerunruapason 2- 14064-21- H/1 H/1 172 3
dbypaspreruga 2
1 H-T1lupazon 288-13-1 Kpsica 1010 409 4
3-Metun-/H-nupazon 1453-58-3 | Kpsica 710 240 3
3,5-Aumerun-/H-nupazon |67-51-6 Mpiib 409 1060 4
2,5-JIluMeTnianupasuH 123-32-0 Kpsica 1020 1020 4
2,6-lumeTunnupasud 108-50-9 Kpsica 880 880 4
2,3-lumeTnianupasux 5910-89-4 | Kprica 613 613 4
2.3.5-TpumMeTiinIpasH 14667-55- Kpsica 806 806 4
1H-1,2,4-Tpuazon 288-88-0 | Kpomuk 1600 1350 4
2-Metwimupasud 109-08-0 Kpsica 1800 1800 4
3-Metunnupuana 108-99-6 Kpsica 400 400 4
2-Otnin-1 H-uMunasoin 1072-62-4 | Kpsica 1500 600 4
1H-Imunazon 288-32-4 Kpgica 220 220 3
[pumeuanne: | — TMomyneranshas mo3a (JI[Is0) BellecTBa, yCTaHOBJIEHHAs SKCIEPHMMEHTAIBHO

H/I — HET JaHHBIX.

[HaiimeHsl B Gase MAaHHBIX XMMHYECKHMX coeumHeHMH m cMeceit PubChem]. 2 — JI/Iso BemecTsa,
MPUHSATOTO TPBI3YHAMH, paccUMTaHHas ¢ ucrmosib3oBanueM Mmojaenu ProTox 3.0 [Drwal M.N.,
Banerjee P., Dunkel M., et al. ProTox: a web server for the in silico prediction of rodent oral toxicity
// Nucleic Acids Res. —2014. — Is.42(Web Server issue):W53-8. DOI: 10.1093/nar/gku401].
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MNPUJIOKEHUE b
K pesynbpTaTam u o0cyxaeHuro

Tabmuua bl — Ilapamerpsl TpagyHpOBOYHBIX MPSIMBIX, [OJIYYEHHBIX IpH
WCIIOJIb30BaHUM METOJA BHYTPEHHETO CTaHAApTa W HMCIIOJIB30BAHHBIX I pacyeTa
KOHLEHTpaluil npoaykToB Tpanchopmanuu HIAMI' B 06pa3nax noussl

CrangapTHas
[uanazon Koaddumment Tanrenc omnOKa
N CranpaprtHas
CoenuHeHue | KOHIEHTpAaLUHM, | AeTepMUHALUU ) yria TaHIreHca
5 omunbka R

MT/JT (R) HaKJIOHA yria

HaKJIOHa
MTA 0,11-11,20 0,9999 0,0283 1,115 0,005
HIAMA 0,19-19,20 0,9999 0,0441 0,945 0,004
oIMI" 0,18-18,20 0,9999 0,0270 0,744 0,003
JIMOA 0,10-9,50 0,9990 0,0640 0,930 0,013
JIMAAH 0,17-17,00 0,9998 0,0669 1,131 0,008

Tabmuua b2 — Konuentpauum HJIMA B o0pasuax MOYBbI, HalWJEHHBIE C
UCIIOIB30BaHUEM DJKCTpakuuu pactsoputreneM u IITOMDO ¢ wucnosnb3zoBaHneEM
BHyTpeHHero ctanaapra MTA-d3 B 1Byx mapamiensx

HaiinenHnast KOHIICHTpAIKs B TIOYBE, MI/KT
No DKcTpakuus [ITOMD npu pa3HbIX TeMIlepaTypax U BpeMEHU
pactBopure- | 40°C Swmun | 60°C 1 mun | 60°C 5Smun | 80°C 1 mun | 80°C 5 mun +
JIEM 5 MJI BOOEI
1 0,77 <[T1KO <ITKO <I1IKO <I1IKO <[1IKO
1,10 0,76 0,58 0,81 0,42 0,82
) 1,46 1,73 2,0 2,0 2.3 1,26
1,44 1,70 1,91 2,6 2,1 1,26
3 1,33 3,1 1,41 3,3 1,69 1,56
1,18 2.9 2,2 3,3 2,9 1,30
4 1,58 1,51 2,1 2,1 2,1 1,03
1,73 1,57 1,75 2,1 2,1 1,03
5 1,39 3.4 2,5 3,2 2,9 1,19
1,40 1,87 2.3 2,8 1,81 1,19
6 6,5 10,3 12,3 14,7 13,7 6,3
6,3 11,1 11,0 18,8 13,5 3,7
7 8,5 12,4 13,0 11,0 9,1 2,9
7,5 11,5 11,2 11,8 10,8 3,5
g 0,72 <ITKO <ITKO <ITIKO <ITIKO <IIKO
0,77 <[TIKO <[TIKO <[TIKO <ITIKO <IIKO
9 25 22 22 22 23 26
21 22 21 20 22 22
10 24 21 22 20 19,2 23
20 21 20 19,2 20 24
[Tpumeuanue: <[IKO — Huxe npenena onpeacaeHus: METOIUKH.
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Tabmnma b3

— Konnenrpanuun JIM®A B o00pa3nax MOYBHI,

HallJleHHEBIE C

UCIIOJIb30BAaHUEM JKCTpakuuu pactBoputereM u I[ITOMD ¢ wucnoiab3oBaHUEM
BHyTpeHHero ctanaapra MTA-d3 B 1Byx mapamiensx

Haiinennast KOHIIEHTpAIKs B TIOYBE, MI/KT
No DKCTpaKIUs [ITOMD npu pa3HbIX TeMIepaTypax U BpeMEHU
pacTBopHTe- 40°C 5Smuu | 60°C 1 mua | 60°C Smuna | 80°C 1 muH 80°C 5 wmm +
JIEM 5 MII BOJEI
1 21 42 45 55 48 24
26 45 44 50 42 26
5 4,7 11,9 12,0 20 13,4 4.5
4,6 12,1 11,2 14,7 12,3 6,1
3 4.4 13,2 10,5 15,3 14,8 4,0
3,8 <[IKO <[IKO <[IKO <ITIKO <[IKO
4 4,9 8,8 10,1 11,9 11,5 5,2
3,7 <[1KO <[1KO <I1IKO <I1IKO <[1KO
5 4.2 12,4 11,3 14,2 18,2 3,3
4,2 7,9 10,7 14,1 20,2 4,1
6 8,2 11,1 12,3 15,0 13,3 7,0
7,9 11,5 11,9 16,8 13,5 4,6
7 8,9 16,9 15,9 18,2 14,4 5,8
9,2 15,9 14,7 18,7 16,1 5,5
2 189 240 260 270 240 171
176 240 250 240 230 135
9 580 520 510 530 550 560
490 520 510 500 520 500
10 470 430 430 420 390 450
370 430 420 410 410 450
[Tpumeuanue: <[IKO — Huxe npenena onpeacieHus METOIUKH.
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Tabmuma b4 — Konnenrpammum MTA B o0pa3nax IOYBBI, HAWACHHBIC C
UCIIOJIb30BAaHUEM JKCTpakuuu pactBoputereM u I[ITOMD ¢ wucnoiab3oBaHUEM
BHyTpeHHero ctanaapra MTA-d3 B 1Byx mapamiensx

Haiinennast KOHIIEHTpAIKS B ITOYBE, MT/KT
No DKCTpaKIUs [ITOMD npu pa3HbIX TeMIepaTypax U BpeMEHU
pacTBopHTe- 40°C 5Smuu | 60°C 1 mua | 60°C Smuna | 80°C 1 muH 80°C 5 wmm +
JIEM 5 MII BOJEI
1 51 61 65 64 67 44
65 69 70 60 58 48
5 44 55 56 58 63 38
42 56 54 59 63 39
3 49 56 57 61 66 38
44 55 56 63 74 38
4 54 59 73 68 81 47
50 64 63 75 90 45
5 50 63 63 69 71 42
50 58 62 68 74 42
6 9,5 12,2 12,4 13,0 13,1 7,2
11,3 12,6 12,5 13,2 13,4 7,1
7 14,1 18,0 17,9 18,9 18,4 10,8
14,2 18,2 17,7 19,0 19,4 10,8
2 310 290 300 300 300 230
290 300 310 290 300 220
9 590 550 530 550 560 590
510 530 530 560 550 540
10 450 420 430 410 380 450
350 420 430 390 400 440
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Tabmmma b5 — Konnentpammun JIMTA B oOpasmax TmoOYBBI, HaWJICHHBIE C
UCIIOJIb30BAaHUEM JKCTpakiuu pactBoputeneM u IITOMD ¢ wucnosib30BaHUEM
BHyTpeHHero ctanaapra MTA-d3 B 1Byx mapamiensx

Haiinennast KOHIIEHTpAIKs B TIOYBE, MI/KT
No DKCTpaKIUs [ITOMD npu pa3HbIX TeMIepaTypax U BpeMEHU
pacTBopHTe- 40°C 5Smuu | 60°C 1 mua | 60°C Smuna | 80°C 1 muH 80°C 5 wun +
JIeEM 5 MII BOJEI
1 14,6 9,3 10,9 13,9 15,2 14,7
18,9 10,9 15,2 13,3 12,3 17,4
5 5,5 <[1KO <[1KO <I1IKO <I1IKO <[1KO
5,8 <[IKO <[IKO <[IKO <ITIKO <[IKO
3 2,5 <IIKO <IIKO <IIKO <IIKO <[IKO
4.1 <[IKO <[IKO <[IKO <ITIKO <[IKO
4 3.9 <[1KO <IIKO <IIKO <IIKO <[IKO
4.4 <[1KO <[1KO <I1IKO <I1IKO <[1KO
5 2,2 <IIKO <IIKO <IIKO <IIKO <[IKO
2,3 <IIKO <IIKO <IIKO <IIKO <IIKO
6 3,8 <[IKO <[IKO <[IKO <ITIKO <[IKO
5,2 <IIKO <IIKO <IIKO <IIKO <[IKO
7 3,3 <[1KO <[1KO <I1IKO <I1IKO <[1KO
3.9 <[1KO <IIKO <IIKO <IIKO <[IKO
2 96 104 105 111 111 69
89 105 109 109 113 80
9 250 230 220 230 230 240
210 230 230 220 230 220
10 166 152 156 159,3 1412 171
128 152 156 149,5 154 163

[Tpumeuanue: <[IKO — Huxe npenena onpeacieHus METOIUKH.
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Tabmuua b6 — Konmentpammu OAMIT B o0pas3max MmouBHI,
UCIIOJIb30BAaHUEM JKCTpakuuu pactBoputereM u I[ITOMD ¢ wucnoiab3oBaHUEM
BHyTpeHHero ctanaapra MTA-d3 B 1Byx mapamiensx

HalJeHHBIE C

Haiinennast KOHIIEHTpAIKs B TIOYBE, MI/KT

No DKCTpaKIUs [ITO®MD npu pa3HbIX TeMIepaTypax U BpEMEHU
pacTBopure: 40°C 5Smuu | 60°C 1 mua | 60°C 5mvua | 80°C 1 mun 80°C 5 M +
JIeM S MJI BOJIBI
1 7,1 1,23 1,71 2,8 2,7 4,3
6,9 1,62 3,2 2,6 2,2 4,8
5 21 6,1 5,2 7,4 6,1 33
20 6,5 5,1 7,6 5,8 16,8
3 19,6 4,6 7,6 9,5 13,3 29
23 5,6 6,2 8,8 2,9 37
4 28 5,4 5,2 7,6 4,1 23
19,2 6,8 5,1 8,2 10,0 27
5 18,8 3,8 7,7 7,1 2,4 21
19,1 4,5 5,5 6,8 1,34 15,1
<TIKO <IIKO <IIKO <IIKO <IIKO <IIKO
6 <IIKO <IIKO <IIKO <IIKO <IIKO <IIKO
<IIKO <IIKO <IIKO <IIKO <IIKO <IIKO
/ <IIKO <IIKO <IIKO <TIIKO <IIKO <TIKO
2 137 156 156 163 162 105
125 168 160 161 162 230
9 152 190 191 188 199 188
132 190 190 192 191 164
10 144 96 95 96 89 101
165 96 99 91 92 85

[Tpumeuanue: < ITKO — Huxe nipenena onpenesieHus METOIUKHY.
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Tabmuma b7 — Konmenrtpamuun JIMAAH B o00pa3nax IOYBBI, HaWJACHHBIC C
UCIIOJIb30BAaHUEM JKCTpakiuu pactBoputeneM u IITOMD ¢ wucnosib30BaHUEM
BHyTpeHHero ctanaapra MTA-d3 B 1Byx mapamiensx

Haiinennast KOHIIEHTpAIKs B TIOYBE, MI/KT

Ne OKCTpaKIus [ITO®MD npu pa3HbIX TeMIEpaTypax U BpEMEHU
pacTBopHTe- 40°C 5Smuu | 60°C 1 mua | 60°C Smuna | 80°C 1 muH 80°C 5 wmm +
JIEM 5 MII BOJEI
1 9,7 12,5 12,6 21 12,6 2.4
12,0 15,1 12,0 19,7 11,4 3,0
) 4.3 9,8 6,9 16,9 5,7 1,35
4,7 10,0 7,1 16,0 4,9 1,35
2,1 <IIKO <ITIKO <I1IKO <I1IKO <IIKO
: 1,83 <ITIKO <ITIKO <ITIKO <IIKO <IIKO
3,8 <I1KO <IIKO <IIKO <IIKO <I1IKO
4 2,9 <[1KO <ITIKO <I1IKO <IIKO <[IKO
1,97 <I1KO <IIKO <IIKO <IIKO <[IKO
> 2,1 <IIKO <IIKO <IIKO <IIKO <ITIKO
6 1,98 <ITIKO <ITIKO <ITIKO <IIKO <IIKO
3,0 <IIKO <IIKO <IIKO <IIKO <ITIKO
7 1,56 0,0164 0,025 0,062 0,047 0,026
2,2 0,0123 0,035 0,057 0,069 0,107
3 9,9 5,5 6,9 7,3 11,6 11,2
9.4 5,8 8,6 5,5 8,8 7,3
9 31 27 28 27 31 38
27 27 29 24 27 28
10 23 21 20 16,7 19,1 21
16,6 21 20 16,2 19,4 20

[Tpumeuanue: < ITKO — Huxe nipenena onpenaesieHus METOIUKHY.
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INPUJIOKEHUE B

1 - OT60p npobbi v B3BeWMBaHWE B BUanax (1,0 r noussl) 4 —TOM3 (15 muH npn 602C) 5 - AHanms metogom MX-MC

2 - 3arpszHeHune pactBopom MTA-d3 ¢ U3BECTHOI KOHUeHTpauumei

L&

3 — YpasHoBelwumBaHue npobbl

*  BO BpPeMA TPAHCMOPTUPOBKN Keiver/ms t
nan ro
* ycKopeHHoe (Harpes npu 802C B TeyeHue 5 u)
Kis/soi ‘ 6 — O6paboTka faHHbIX W BblAada pesysbTaTa
JocTonHcTBa:
* DKCNpeccHoCTb S
MNpocToTa _ a
* [lewesu3sHa Ca =KX CMTA-d3 X S
MTA-d3

Mpepenbl KOAMYECTBEHHOrO onpeAe/ieHUA:
MTA - 45 mkr/kr; AM®A- 40 mKkr/kr; HAMA - 3 MKr/kr

Pucynok B1 — CxeMa npoOonoAroTOBKM U aHaJin3a 00pa31ioB MOYBHI C
MCITOJIh30BaHUEM pa3paboTanHON MeTouku Ha ocHOBE [ITOMO-I'X-MC mis
oaHoBpeMeHHoro onpeaenenus MTA, IM®A u HIMA
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